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1 Introduction

Results are reported for the analysis of deer muscle and liver samples received at MPI Research
from Dalton Utilites. The MPI Research study number assigned to the project is L0019346.
Table | lists the target analytes quantitated for the samples.

Table I. Target Analytes for Quantitation

Compound Name Acronym
Perfluorooctanoic Acid C8 Acid or PFOA
Perfluorooctanesulfonate C8 Sulfonate or PFOS

Four samples were received from Dena Haverland at Dalton Utilities for this study. The samples
were collected on October 02, 2009. The samples arrived on October 06, 2009 via Fedex and

. were logged in under MP! Research login number L0019346. The shipment was received
frozen on dry ice. The samples were stored frozen at approximately -20°C from receipt until
analysis. Chain-of-custody information is presented in Attachment A.

3.1 Muscle and Liver Sample Preparation

311,

312
313

314

3.1.5.

316

-3.1.8

Weigh 1 g of muscle or liver sample into a 50 mL disposable centrifuge tube and fortify, if
appropriate. Add 0.2 mL of a 100 ng/mL WIS for a final concentration of 1 ng/mL.

Add water to the sample for a final volume of 10 mL. Cap tightly.
Homogenize sample using a tissuemizer for ~1 minute.

Transfer 1 mL of the sample using a disposable pipette into 15 mL disposable centrifuge
tubes. Add 5 mL of ACN and shake for ~20 minutes on a wrist action shaker.

Centrifuge tubes at ~3000 rpm for ~ 5 minutes. Carefully decant supematant intoa 50 mL
disposable centrifuge tube and add 35 mL of water.

Place the unconditioned SPE columns on the vacuum manifold. Condition the SPE
columns by passing ~ 10 mL of methanol through the column followed by ~ 5 mL of water.
The washes may be pulled through the SPE column using vacuum at a flow rate of ~1
drop/sec or may be allowed to pass through the column unaided. Discard all washes. Do
not allow the column to dry.

Load the sample onto a conditioned SPE column . Discard the eluate. Any anaiyte
residues will be trapped on the SPE column at this point.

Elute with 2 mL of methanol. Collect 2 mL of elute into a graduated 15 mL centrifuge tube.
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3.2 Sample Analysis by LC/MS/MS

4.1

In High Pressure Liquid Chromatography (HPLC), an aliquot of extract is injected and passed
through a liquid-phase chromatographic column. Based on the affinity of the analyte for the
stationary phase in the column relative to the liquid mobile phase, the analyte is retained for a
characteristic amount of time. Following HPLC separation, mass spectrometry provides a rapid
and accurate means for analyzing a wide range of organic compounds. Molecules are ionized,
fragmented, and detected. The ions characteristic of the compounds are observed and
quantitated against external calibration standards.

An HP1100 system interfaced to an Applied Biosystems APl 4000 LC/MS/MS was used to
analyze the sample extracts for quantitation. A gradient elution through a Phenomenex Luna 3p
C8(2) Mercury, 20 x 4.0 mm column was used for separation.

The following gradient was performed:

Mobile Phase (A): 2mM Ammonium Acetate in Water

Mobile Phase (B): Methanol
Time %A %B
0.0 90 10
05 90 10
20 10 90
50 10 90
5.1 0 100
6.0 0 100
6.1 90 10
10.0 90 10

" The following parameters were used for operation of the mass spectrometer:

Parameter Setting

lonization Mode Electrospray

Polarity Negative

Transitions Monitored 413369 (PFOA)
499—80 (PFOS)

415370 (Intemal Std. "°C PFOA (m+2))
503—80 (Internal Std. "*C PFOS (m+4))
Gas Temperature 450°C

Calibration

For the muscle and liver sample analysis, a 6-point calibration curve was analyzed throughout
the analytical sequence for PFOA and PFOS. The calibration jpoints were prepared at 0.1, 0.2,
0.5, 1.0, 2.0, 5.0 ng/mL (ppb) each containing 1.0 ng/mL “C-PFOA (m+2) and C-PFOS
(m+4),
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4.2

4.3

4.4

The ratio of the analyte concentration to the IS concentration versus the ratio of the analyte
instrument response (area) to the IS response (area) was plotted for each point. Using linear
regression with 1/x weighting, the slope, y-intercept and coefficient of determination () were
determined. A calibration curve is acceptable if * > 0.985.

For the results reported here, calibration criteria were met. The calibration curves are included
in the raw data in Attachment C.

Laboratory Control Spikes

Laboratory control spikes in the analytical set were prepared during each extraction set by
adding a known concentration of the analyte to deer muscle and liver controls. Laboratory
control spikes are used to assess method accuracy. The laboratory control spikes must show
recoveries between 70-130% or the data is rejected. For the results reported here, the
laboratory control spikes were within the acceptable range. Laboratory control spike recoveries
are given in Attachment B. ‘

Matrix Spikes

A matrix spike was prepared for each sample by adding a known concentration of the target
analyte to a sample. Matrix spikes are used to assess method accuracy in the matrix. The
matrix spikes should show recoveries between 70-130%. For the results reported here, the
matrix spike was within the acceptable range with the exceptions of:

L19346-4 (Deer # 7 3.5 yr male liver) Spk C at 2000 ng/g for PFOS, which gave low recovery
of 59%.
Laboratory Duplicates

Each sample was prepared in duplicate and analyzed. Duplicate results are given along with
the sample results in Attachment B.

Please see Attachment B for a detailed listing of the analytical results. For the muscle and <Iiver
samples the results are reported in parts per billion (ng/g) on an as-received basis.

 Data/Sample Retention

Samples are disposed of 60 days after the report is issued unless otherwise specified by the
project manager. All electronic data is archived on retrievable media and hard copy reports are
stored in data folders maintained by MPI Research. Hardcopy data is stored for a minimum of
five years. The client will be notified 30 days prior to the disposal of hardcopy data.
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71 Attachment A: Chain of Custody
72 Attachment B: Analytical Results

7.3 Attachment C: Raw Analytical Data for Water

Signatures

B> A 1=¢-es

Mark Neeley, Reséarch Cifemist Associate |1 Date
b= Vil
Robert Zhu, Manager, Analytical Date
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Mattawan (Corporate Headquarters) State College
54943 North Main Street 3058 Research Drive

‘ Mattawan, MI 49071-9399 State College, PA 16801
; (269) 668-3336 Phone (814) 272-1039 Phone
RESEARCH (269) 668-4151 Fax (814) 231-1580 Fax
’*\-\

' Login
S Login Group: L0019346
Login #: 19460 Conform COC Sample: True

Project: P0005196 Conform COC: True
Company Name: Dalton Utilities Conform Sample: True
Submitted By: Dena Haverland Conform Request: True
Login Type: Immediate Receipt of Samples

Started: True

Date Start: 10/27/2009

Due Date: 11/06/2009

Login Initiated: 10/27/2009

Received By: Ammerman, Mark

Spread Sample:

Label:

MP1 SD/PI: Zhu, Xiang

Project Title/Type: PFOA and PFOS Analysis of Animal Muscle and Liver by LC/MS/MS / ROUTINE
Login Notes:

Packages / Containers

Package Carton Date / Condition Shipper/ ID Temp. Control/Temp. Direction / Handled By
K0022042 Received Date: 10/27/09 10:25 FEDEX Dry Ice RECEIVED
Package & Contents Uncompromised 8694 2057 8178 -79.2 Ammerman, Mark
entainer # Gross Weight pH Container Type Preservative Mfg. Lot Mfg. 1D
v )7624 218.20g 1/2 gallon zipiock bag NONE
C0457625 278.00 9 1/2 gallon ziplock bag NONE
C0457626 324109 1 gallon ziploc bag NONE
C0457627 994.10g 1 gallon ziploc bag NONE
Samples
Sample 1D Container Matrix System System Matrix Sample Date Sampied Date Due
1.0019346-0001 SOLID Deer Tissue Deer#6 0.5 yr female-muscle 10/02/2009 11/06/2009
€0457624
L0019346-0002 SOLID Deer Liver Deer #6 0.5 yr female-liver 10/02/2009 11/06/2009
C0457626
L.0019346-0003 SOLID Deer Tissue Deer #7 3.5 yr male-muscle 10/02/2009 11/06/2009
C0457625
L0019346-0004 SOLID Deer Liver Deer #7 3.5 yr male-liver 10/02/2009 11/06/2009
C0457627

‘P

0/27/2009 Report Version: Jan 7 2009 2:39PM Instance: R0591690 »

_ogin.rpt Page 1 of 2 TR



Login Reviewed By:

0/27/2009
—ogin.rpt

- DateTime: - /? A}S’é? 45

Report Version: Jan 7 2009 2:39PM Instance: R0591690
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> MIPI

MP1 Research Contact:

Daniel Wright

Send Report To:

Company:

Dalton Utilities

Address:

1200 VD Parrott JR Parkway, PU BoxX 8§69

City, State, ZIP: Dall:on, GA 30722-0869

Aitention:

Dena Haverland

Phone #: _706~529-1010

Fax #: 706-529-1271

Email:

dhaverland@dutil.com

Study/Job #:

Signature/Date:

Printed Name:

Client ID#
Destnptlon

Lot
¢« Control #

“Amt. Sent/
. Weight

Sample Submittal

Piease fay this form before sending samples.

Please send samples to shipping and receiving:
3048 Research Drive, State College, PA 16301
T:(814) 272-1039 « F: (814) 272-1019

Turnaround time (TAT) requirements:

Resuits Due Date: e C‘( (48 ¥ <
Preliminary Results Format:  Verbal @' Fax
Report Due Date: __5 L i‘{ A }/ <

Storage Conditions

Room temperature
Refngerator

reezer
w freezer

Desiccated
Lighting required

Stability (°C/%RH):

Stability time period:

Safety Information

Special handling:

MSDS attached

Controlled substance:

HAZARDS:

Please fill in the diamond HMIS/NFPA
(0 4) if appropriate

—
Bottles

- Matrix

Date & Time

Tests Requested

Deer & . ' 4
5 oa o2 % f'em le ~Seran [om | | 10 |deer|10/a/69 108pm |77 PFoOS
(l/‘ L ; - .
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135 ye Male - musate | e oy |deer lof2)o1 2:4 500 FFe0 JPECS
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MPI

RESEARCH

TEMPORARY SAMPLE STORAGE FORM

To be completed during ExyLIMS Login
Project #: L 579%

Login #: L 3

Initials / Date: Wil /‘/ 77/"7

One form to be completed for each package

Date / Time Received: 10 /cb /09 /621"
Received By: Wtrk //I“‘/"”//"'b
Shipper: /:ﬂ/éf

Shipper Package ID: Yy 2057 gi78

Temperature (deg C) / Thermometer ID: __~.L /Déocﬂ?!’

Temperature Control Method: /ql //(—wﬂ“//u?

Temporary Storage Location: i.v.«/b,. /‘/(m.., /1

Condition of sample(s):

4 Good — Package and contents uncompromised
____Fair— Package damaged / contents uncompromised
____Poor - Package and contents compromised

Notes:

LIBRARY ID: V0O001402-5 LABORATORY FORM
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3058 Research Drive
State College, Pennsylvania 16801 USA
Telephone: 814.272.1039

RESEARCH  rax 8142721019 An alytical Report

Summary of Fluorochemical Residues in Muscle Samples

PFOA PFOS
Perfluorooctanoic Acid " Perfluorooctanesulfonate
Analyte Analyte
Found Found
Sample ID (nglg, ppb) (ng/g, ppb)

Deer # 7 3.5 yr male-muscle ND 88.4
Deer # 7 3.5 yr male-muscle* ND 0922
Deer # 6 0.5 yr female-muscle ND 13.4
Deer # 6 0.5 yr female-muscle* ND 11.9

*Laboratory Duplicate
ND = Not detected = Response is below the LOD of 1.0 ng/g (ppb).
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g (ppb).



3058 Research Drive
State College, Pennsyivania 16801 USA
Telephone: 814.272.1039

RESEARCH  raxs14272.1019 Analytical Report i

Recovery Summary of Fluorochemical Residues in Muscle Samples

PFOA PFOS
Amount | Amt Found Amount Amt Found Amount
Sample Spiked in Sample Recovered Recovery in Sample Recovered Recovery
Description {ngl/g {ng/g) {ng/g (%) (nﬂ {ng/g (%)
LCS A (Data set 110409A) 10 ND 9.37 94 ND 8.78 88
10 ng/g
LCS B (Data seot 110409A) 50 ND 47.1 94 ND 45.2 90
50 ng/g
Deer # 7 3.5 yr male-muscle 50 ND 48.5 97 88 128 79
{L19346-3 Spk C, 50 ng/g Lab Spike)
Deer # 6 0.5 yr female-muscle 50 _ND 46.4 93 13.4 58.0 89
(L19346-1 Spk D, 50 ng/g Lab Spike)

ND = Not detected = Response is below the LOD of 1.0 ng/g.
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g.




3058 Research Drive
State College, Pennsylvania 16801 USA
Telephone: 814.272.1039

RESEARCH  Fax 814.272.1019

2|

Summary of Fluorochemical Residues in Liver Samples

PFOA PFOS
Perfluorooctanoic Acid Perfluorooctanesulfonate
Analyte Analyte
Found Found
Sample ID (nglg, ppb) (ng/g, ppb)
Deer# 7 3.5 yr male-liver - ND 21504
Deer # 7 3.5 yr male-liver* ND 2160%
Deer # 6 0.5 yr female-liver ND 604
Deer #6 0.5 yr female-liver* ND 574

*Laboratory Duplicate
ND = Not detected = Response is below the LOD of 1.0 ng/g (ppb).
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g (ppb).

" The corresponding Matrix Spike recovery was outside the acceptance criteria of 70-130%,
therefore the sample values should be considered an estimate.



3058 Research Drive
MPI State College, Pennsylvania 16801 USA
Telephone: 814.272.1039

RESEARCH  Fax814.272.1019

Recovery Summary of Fluorochemical Residues in Liver Samples

PFOA PFOS
Amount | Amt Found Amount Amt Found Amount
Sample Spiked in Sample Recovered Recovery in Sample Recovered Recovery
Description (ng/g (ng/g) (nglg (%) (ng/g (ng/g (%)
LCS A (Data set 110409B) 10 ND 10.0 100 16.5 26.3 98
10 nglg
LCS B (Data set 110409B) 50 ND 50.3 101 16.5 61.6 90
50 ng/g
LCS A (Data set 110509B) 10 N/A N/A N/A 18.6 28.8 102
10 ng/g
LCS B (Data set 110509B) 50 N/A N/A N/A 18.6 67.9 99
50 ng/g
Deer # 7 3.5 yr male-liver 50 ND 52.4 105 2150 - b
(L19348-4 Spk C, 50 ng/g Lab Spike)
Dear # 6 3.5 yr fomale-liver 50 ND 50.4 101 604 > -
(L19346-2 Spk D, 50 ng/g Lab Spike)
Deer # 7 3.5 yr male-liver 2000 N/A N/A N/A 2150 3330 59*
(L193486-4 Spk C, 2000 ng/g Lab Spike)
Deer # 6 3.5 yr female-liver 250 - N/A N/A N/A 604 817 85
(L19346-2 Spk D, 250 ng/g Lab Spike)

ND = Not detected = Response is below the LOD of 1.0 ng/g.
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/g.

* The Matrix Spike recovery was outside the acceptance criteria of 70-130%, therefore the sample values should be considered an estimate.
** The endogenous level of PFOS in the sample significantly exceeds the spiking level, therefore an accurate recovery cannot be calculated.







- " RAW.DATA REPOR

Sponsor Study No: NA Limit of Quantitation: 10 ng/g Set No: 1104094
MPI Study No: 119345 Injection Volume: 15 pL Anatyst: Mark Neeley
Analyte: PFOA Matrix; Deer Muscle Instrument Type: LC/MS/MS Unit # 9
lons Monitored: 413 > 369 Sample Weight 1.0g Extraction Date: 11/04/09
Site: NA Anatyzed on: 11/04/09
Internal Internal Amount
Std. Std.  Aliquot Dilution Standard  Analyte  Analyte
MP! Research Sponsor Sample Sample Index Conc. Conc. Factor Factor Peak Peak Found Added Recovery
D D Code No. (ng/mL)(ng/mL) (AF) (DF) Area Area {ng/g) (ng/g) (%)

5533618 - cs 1 0.100 1.0 - - 55054 590483 - . -

5533617 - cs 2 0200 1.0 - - 104150 572151 -

$533616 - cs 3 0.500 1.0 - - 253254 591894 -

5533615 - cs 4 1.00 1.0 - - 512706 573466

S533614 - cs 5 2.00 1.0 - - 1006687 578731 - .

5533613 - cs 6 5.00 1.0 - - 2362116 567936 - - -
Methanol Wash - w 7 - - - - 1476 0 - - -
Methanol Wash - w 8 - - - - 1517 0 - - -

Controt MC4314 Deer Muscle Control C 9 - 1.0 20 1 12498 630414 ND - -

LtCS A MC4314 Deer Muscle Spike A Lcs 10 - 1.0 20 1 311604 765110 9.37 10 94
1cs8 MC4314 Deer Muscle Spike B LCS 1 - 1.0 20 1 1418119 709162 471 50 94
L19346-3 Spk C Deer #7 3.5 yr male-muscle Spike C LF 12 - 1.0 20 1 1437886 698422 48.5 50 97
L19346-1 Spk D Deer # 6 0.5 yr femate-muscle Spike D LF 13 - 1.0 20 1 862089 438366 46.4 50 93
L19346-3 Deer # 7 3.5 yr male-muscle S 14 - 1.0 20 1 5207 670093 ND - -
1.19346-3 Dup Deer # 7 3.5 yr mate-muscle Duplicate S 15 - 1.0 20 1 5129 649587 ND - -
L19346-1 Deer # 6 0.5 yr femaie-muscle S 16 - 1.0 20 1 3752 506345 ND . -
L19346-1 Dup Deer # 6 0.5 yr female-muscle Duplicate S 17 - 1.0 20 1 3129 443379 ND - -
$§33615 - cey 18 1.00 1.0 - - 525395 590143 1.04 1.0 104
Analyte Found (ng/g) = ((((analyte peak area/IS peak area) - intercept) / slope) x IS conc.) x AF x DF /Sample weight Standard Curve = Linear (1/x weighted)
Intercept = 0.0125
Recavery (%) = [Analyte found (ng/g)-Anatyte found in control {ng/g)] x 100 Slope = 0.843
amount Analyte added (ng/g) Coef. Of Det. = 0.9992
CS = Calibration standard LF = Lab fortified sample W = Methanol Wash
CCV = Continuing Calibration Verification FF = Field fortified sample ND = Not detected = Response between 0 and LOD
€ = Control sample LCS = Laboratory Control Spike NQ = Not quantifiable = Response between LOD and LOQ
$ = Sample

Spreadsheet prepared by: Wt 7 V-4 -7




Sponsor Study No: NA Limit of Quantitation: 10ng/g Set No: 110409A

MP} Study No: 119345 Injection Volume: 15 Analyst; Mark Neetey
Analyte: PFOS Matrix: Deer Muscle Instrument Type: LC/MS/MS Unit # 9
lons Monitored: 499 -> 80 Sample Weight 1.0¢ Extraction Date: 11/04/09
Site: NA Analyzed on: 11/04/0%
internal Internal Amount
Std. Std.  Extraction Standard  Analyte Anatyte
MP| Research Sponsor Sample  Sample Index Conc. Comc.  Aliquot  Ditution Peak Peak found Added Recovery
D ] Code No. {ng/mL) {ng/ml)} Factor Factor Area Area {ng/g) {ng/g) (%)
5533618 - cs 1 0.100 1 . - 39149 344167 - - -
$531617 - €S 2 0.200 1 - - 75056 338773 . - -
5533616 - (%3 3 0.500 1 - - 187236 342440 - - -
$533645 - s 4 1.00 1 - - 369109 342687 . - -
$533614 - cs 5 2.00 1 - - 747914 338050 - . -
$533613 - cs [ 5.00 1 - - 1751107 332437 .- - -
Methanot Wash - w 7 . - - - 0 [ - - .
Methanol Wash - w 8 - - - - Q 0 . - -
Controt : MCA4314 Deer Muscle Control [ 9 - 1 20 1 2080 301876 ND -
LCS A MC4314 Deer Muscle Spike A LCS 10 - - 1 20 1 182837 381538 8.78 10 88
1cs B MC4314 Deer Muscle Spike B Lcs 1 - 1 20 1 852146 350892 45.2 50 90
L19346-3 Spk C Deer # 7 3.5 yr mate-muscte Spike C LF 12 - 1 20 1 2466358 330184 . 50 -
L19346-1 Spk D Deer # 6 0.5 yr female-muscle Spike D LF 13 - 1 20 1 710987 128483 58.0 50 89
119346-3 Deer # 7 3.5 yr male-muscle 5 14 . 1 20 1 1572929 332029 88.4 - .
L19346-3 Dup Deer # 7 3.5 yr male-muscle Duplicate s 15 - 1 20 1 1534874 310563 92.2 - -
L19346-1 Deer # 6 0.5 yr female-muscte S 16 - 1 20 1 183224 251539 13.4 - .
119346-1 Dup Deer # 6 0.5 yr female-muscle Duplicate S 17 - 1 20 1 153884 237149 1.9 - -
5533615 - ccy 18 1.00 1 - 369522 346418 0.988 1.00 9
Analyte Found {ppb) = ({({analyte peak area/IS peak area) - intercept) / slope) x IS conc.) x DF . Standard Curve - Linear {1/x weighted)
intercept = 0.00957
Recovery (%) = [Analyte found (ng/g)-Anatyte found in control {ng/g)] x 100 Slope = 1.07
amount Analyte added (ng/g) Coef. Of Det. = 0.999¢
CS = Calibration standard LF = Lab fortifled sample W = Methanot Wash
CCV = Continuing Calibration Verification FF = Field fortified sample ND = Not detected = Response between @ and LOD
C = Control sample LCS = Laboratory Controt Spike NQ = Not quantiffable = Response between LOD and LOQ
$ = Sample

* Sample response exceeds the calibration range, dilution required, see set no 110409AD for analysis

Spreadsheet prepared by:_/ﬂDAI ”'é 27




. RESEARCH

MPI Reseach Study Number:
Sponsor Study/Protocol No:

3058 Research Drive
State College, PA 16801

Phone: §14-272-1039
Fax: 814-231-1580

Internal Chain of Custody/Fortification Sheet

L19346 Matrix: Deer Muscle

g

The samples listed below were removed from Freezer No. 3

Time __4:75 am Date st~ ¥-¢9 Initials__ 52
CLIENT SAMPLE ID MPI RESEARCH ID NUMBER WEIGHT (g) FORTIFICATION (ng)

na MC4314 Control 1.0 -

na MC4314 LCS A 1.0 10

na MC4314 LCS B 1.0 50

Deer #7 3.5 yr male-muscle L19346-3 Spk C 1.0 50
Deer #6 0.5 yr female-muscle L19346-1 Spk D 1.0 50
Deer #6 0.5 yr female-muscle L19346-1 1.0 -
Deer #6 0.5 yr female-muscle L19346-1 Dup 1.0 -
Deer #7 3.5 yr male-muscle L19346-3 1.0 -
Deer #7 3.5 yr male-muscle L19346-3 Dup 1.0 -

Spiking Solution Used Volume Used for Spiking Initial/Date
MC4314 LCS A $50033620 (200 ng/mL) 50 pL (50-250pL auto-pipette) | p1rm / jr-Y-g
MC4314 LCS B $S0033619 (1000 ng/mL) 50 uL (50-250pL. auto-pipette) | s, /r1-ypo
119346-3 Spk C $S0033619 (1000 ng/mL) 50 pL (50-250pL auto-pipette) | Ly / /1-F-07
119346-1 Spk D $S0033619 (1000 ng/mL) 50 pL (50-250uL auto-pipette) | p1od /ss-y-u9
All Samples $S0032652 (100 ng/mL) 200 L (50-250uL auto-pipette) | o /71— yps

All samples were weighed on balance ze )

Time_ 7724 am Date _/1-Y=¢ Initials ___1 5/

After weighing samples were returned to Freezer No. 3¢

Time _4:3F4n Date -y -c7 Initials 37

Comments:

Analysis Summary: Data Set: __ /2% 7.4 Initials/Date: ___gnyp/ [ /-5

Data Set: __ )4 409 AD
Data Set: S

3 “‘it extraction/analysis data verified by: g { \ 56

4

Initials/Date: o o~

! n-5¢9

Initials/Date: -

/ -~

Date: '||‘;§3 0?
Nov 02, 2009/2
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alyst Version: 1.4.2 ; MPI Study: L19346 Operator: Mark Neeley
Printing Time: 2:01:58 PM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
Printing Date: Wednesday, November 04, 2009

PR il
oject: W\sc1wp5556\mdrive\PE SCIEX DATA\Projects\P5195 Batch:09_110409A Muscle Tab:Sample Set:SET1 AcgMethod:P5195_102
Sar

Sample Name g 35 ‘ Samplé ID Pc;:lsiiat'ié A - Data File
SS833618 ~ICalibration Standard, 0.1 ng/mi. Nt 09_110409A\110400A
- 1SS33617 Calibration Standard, 0.2 ng/mi_ 2 09_110409A\110409A
3 /SS33616 Calibration Standard, 0.5 ng/mL - 3 09_110409A\110409A
§SS33615 Calibration Standard, 1.0 ng/mL 4 09_110409A\110409A
o SS33614 Calibration Standard, 2.0 ng/mL o 5 109_110409A\110409A
6 SS33613 Calibration Standard, 5.0 ng/mL 6 09_110409A\110409A
Methanol Wash | Methanol Wash 91 09_110409A\110409A
s :Methanol Wash | Methanol Wash 91 '09_110409A\110409A
a [ Control MC4314 Deer Muscle Control 51 09_110409A\110409A
0 [LCSA MC4314 Deer Muscle Spike A, 10 ng/m. 52 09_110409A\110409A
11 [LCSB MC4314 Deer Muscle Spike B, 50 ng/mL 53 09_110409A\110409A
42 {L19346-3 SpkC | Deer #7 3.5 yr male-muscle Spike C, 50 ng/mL |54 09_110409A\110409A
'3 11.19346-1 Spk D Deer #6 0.5 yr female-muscle Spike D, 50 ng/mL |55 '09_110409A\110409A
14 |L19346-3 {Deer #7 3.5 yr male-muscle - 56 109_110409AV1 10409A
"5 'L19346-3Dup | Deer #7 3.5 yr male-muscle Duplicate 157 109_110409A\110409A
6 'L19346-1 ‘Deer #6 0.5 yr female-muscle 58 '09_110409A\110400A
17 |L19346-1Dup  Deer #6 0.5 yr female-muscie Dupicate 159 109_110409A\110409A
8.’ 3;__3_@_1_ 5 |CCV,1.0ngimL - 4 109_110409A\110409A

)

I Regearch, Inc.
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Protocol No: NA

Instrument:

Computer:

Software:
HPLC Equipment:

HPLC Column:

Column Temperature:

Mobile Phase (A):
Mobile Phase (B):

MPI Study No: 119346

AB API 4000 Biomolecular Mass Analyzer, (LC/MS/MS #9)
SCIEX Turbo Ion Spray Liquid Introduction Interface

Turbo Ion spray temperature = 450 °C
Dell OptiPlex GX 110

. PE Sciex Analyst 1.4

Hewlett Packard (HP) Series 1100

HP Quat Pump HP Vacuum Degasser

HP Autosampler HP Column Oven
Phenomenex Luna C8 (2) Mercury, 2cm x 4mm, 3 pm (ExyLIMS ID:
MA0052622)
35°C

2 mM Ammonium Acetate in Water (ExyLIMS ID: SL0045925)
Methanol (ExyLIMS ID: RE0047880)

Injected Volume: 15 pLL
Time (min) % A % B Flow Rate
(ul./min)
0.0 90 10 750
0.5 90 10 750
2.0 10 90 750
5.0 10 90 750
5.1 0 100 750
6.0 0 100 750
6.1 90 10 750
10.0 90 10 750
Ions monitored:
Analyte Parent ion Daughter ion(s)  Dwell (secs)
PFOA 413 369 0.200
PFOS 499 80 0.200
BC PFOA (m+2) 415 370 0.200
Internal Standard
BC PFOS (m+4) 503 80 0.200

Internal Standard

Analyst:

Mark Neeley =~ anmr n-t-07

MPI Research, Inc.

3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

All Handwritten Peak ID’s by: Mo 11— 5749




alyst Version: 1.4.2
rinting Time: 1:50:07 PM

MPI Study: L19346
MPI Set No.:

110409A

Operator: Mark Neeley
Instrument No.: LC/MS/MS #9

*rinting Date: Wednesday, November 04, 2009
Mep 1-9
ion Information:
cquisition Method: P5195_102909 . Gam
reated: Thursday Octcber 29 2009 09: 35: 12 aM
last Modified: Friday Octcdber 30 2009 10: 56: 20 AM
Tomment : PFCA PFOS
ynchranization Mode: IC Sync
. ato-Bgquilibration: Off
Acquisition Duration: 10minOsec
“rber Of Scans: 732
ericds In File: 1
soguisition Module: Acquisition Method
Software versim Analyst 1.4.2
Period 1
cans in Period 732
elative Start Time 0.00 msec
Experiments in Period 1
eriod 1 Experiment 1
Scan Type: MRM (MRM)
Tolarity: Negative
‘can Mode: N/A
.o Source: Turbo Spray
Resolution Q1: nit
Unit
0.00 cps
0.0000 msec
5.0070 msec
No
0.00 amu
Ql Mass (am) 3 Mass (am1) Dwell(msec) Parar Start Stog
13.00 369.00 200.00 -32.00 -32.00
-18.00 -18.00
-13.20 -13.20
Ql Mass (amu) Q3 Mass (am) Dwell(msec) Parar Start Stog
415.00 370.00 200.00 ~32.00 -32.00
-18.00 -18.00
-13.20 -13.20
J1 Mass (am) Q3 Mass (amu) Dwell(msec) Parar Start St
499.00 80.00 200.00 -83.00 -83.00
-88.00 -88.00
-6.00 -6.00
1 Mass (am) Q3 Mass (amu) Dwell(msec) Paran Start Stcp
80.00 200.00 -83.00 -83.00
~-88.00 -88.00

I Research, Inc.

Page 1 of 3




alyst Version: 1.4.2

MPI Study: L19346

Operator:

Mark Neeley

_rimary Flow Rate (ul/min): 200.0
Flow Sensor Calibration Table Index: 0
gilent Colum Oven Properties
eft Temperature (°C): 35.00
Right Temperature (°C): 35.00
amperature Tolerance +/- (°C): 1.00
tart Acquisition Tolerance +/- (°C): 0.50
rime Table (Not. Used)
Colum Switching Valve Installed
csition for first sample in the batch: Left

'se same position for all samples in the batch

Agilent Autosampler Properties
utosampler Model: Agilent 1100 Wellplate Autosampler
yringe Size (pl): 100

Injection Volume (pl): 15.00
Draw Speed (pnl/min):  200.0

ject Speed (pl/min): 200.0

eedle Level (mm): 0.00
Temperature Control Enabled

cotpoint (4 - 40 C): 4

ash Location: Flush Port

.ash Time (1 - 999 sec): 10

“utcmatic Delay Volume Reductian Not Used

rinting Time: 1:50:07 PM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
‘rinting Date: Wednesday, November 04, 2009
MPE 1-H-op
CXE -6.00 -6.00

arameter Table(Period 1 Experiment 1):

AD: 7.00 '

CUR: 20.00

GS1: 50.00

82: 40.00

8 -4500.00

TEM: 450.00

ihe: o]

E -10.00

Bgilent LC Purp Method Properties

up Model : Agilent 1100 LC Quatermary Pump

inimm Pressure (psi): 0.0

.aximm Pressure (psi): 5801.0

Conpressibility: 100.0

“ead Volume (pl): 40.0

trcke Volume (1) : -1.0

vaximm Flow Ramp (ml/min?) : 100.0

Maximum Pressure Ramp (psi/sec): 290.0

tep Table:

ster Total Time(min) Flow Rate(ul/min) A (%) B (%) C (% D (%) TEHL TE#2 TEH

0 0.00 750 0.0 0.0 90.0 10.0 open open open
0.50 750 0.0 6.0 90.0 10.0 open  open  open
2.00 750 0.0 0.0 10.0 90.0 open  open  open

3 5.00 750 0.0 0.0 10.0 90.0 open  open  open

4 5.10 750 0.0 0.0 0.0 100.0 open open  CpeEn
6.00 750 0.0 0.0 0.0 100.0 open open open
6.10 750 0.0 0.0 90.0 10.0 oOpen Open Open

7 10.00 750 0.0 0.0 90.0 10.0 open  open  gpen

I Research, Inc.

Page 2 of 3




alyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
>rinting Time: 1:50:07 PM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
’rinting Date: Wednesday, November 04, 2009
Mpp Il"-{—cT

ation Time (sec): 2
Enésh ial/Well Bottam Sensing No
jse Custom Injector Prograr No

. Research, Inc.
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alyst Version:

’rinting Time:
’rinting Date:

1.4.2
8:29:25 AM

Thursday, November 05,

2009

MPI Study: L19346

MPI Set No.:

110409A

Operator:
Instrument NoO.:

Mark Neeley

LC/MS/MS #9

MDP -5 -p9

1 09_110409A.rdb (PFOA): "Linear" Regression ("1 / x" weighting): y = 0.843 x + 0.0125 (r = 0.9996)

4.2+
4..0-
3.8
3.6
3.4+
3.2
3.0
2.8+
2.6+

2.4+

IS Ar

2.2+

2.0+

yte £

1.8

1.6

1.4+

1.2 4

1.0

0.8+

0.6

0.4 1

0.2+

't

/

J

c™

02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 ' ),r

Analyte Conc. /IS Conc.

I Research,

Inc.
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ilyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
'rinting Time: 8:30:11 AM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
rinting Date: Thursday, November 05, 2009
Sampls Neme: "5533618"  Sample 1D; "Calibrstion Stendard, 0.1 g/l File: "11040BA wift” Sample Name: "S532818”  Sampls ID: "Cattwation Standard, 0.1 ngfml.”  Fite: 1 10400A wiff”
“PFOA™  Muass{es): "413.0/369.0 smu™ Pask Nama: "1ICPFOA(M+2XIS)"  Maas{es). "415.0/370.0 armw”™
tation: = Comment ™  Annotetion: ™
1 Sample Index: 1
standard 394 Sample Type: standard ™
" On 0.100 ng/mL concentration: 1.00 ng/al 2105 E
~~lculated Conc: 0.09%7 ng/sL 1.904 Calculated Conc: E7ES 2008
1. Date; 11/4/2009 Acq. Data, 11/4/ 2009 -
1. Time: 3:54:30 PM 1.8e4 ACq. Timas 1:54:30 PM 1985
Hfied: No 1.7e4 Modified: No 1805
Proc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic
Bunching Factor: s 1804 Bunching Factor: s 175
uoise Threshold: 40,01  cps Nolse Threshold: 256.47 cps
Ares Threshold: 200.04  cps 1504 Area Threshold: 1282.36  cps 1.8e8
3 o o.20 1ot prealiv i 020 1508
7. Height: 8.01 1304 Sap. Height: 0.01 1408
). Peak Ratio: 5.00 Bxp. Peak Ratio: 5.00
exp. ld}, Rnt:nx 4.0: 1204 :xp. Cd{ gaz:m ;.g: 1.305
£xp. Vval. Ratio: 3.0 xp. Val. Ratio: . .
RT Window: 0.0 sec g e RT Window: 30,0  sec 8 1.208
‘xpected RT: 3.99  win 4 sxpected RT: 3.98  min i tes
} Ralative RT: Ho 1.004 Use Relative RT: No E :
1.088
Base To Base $000.0 Int. Type: Base To Base z
3.94 ®uin - Retention Time: 3.94  min T 8004
55054  countx 8000.0 Area: 590483 counts
19859 cps Height . 210974 cpw 3.0e4
3.88  min 70000 start Time: 3.88  ain 7084
End Time: 4.0%  oin 6000.0 Bnd Tima: 4,13 min h
) 6.004
5000.0 5.0u4
4000.0 4,004
3000.0 3.004
2000.0 8.8 2084
1000.0 552 640 50 1084/
[+X4] ¥ 0.0
2 4 8 8 2 4 8
— Iime. oo Limg.mio.
Sempls Name: “SS33617"  Sample |D: "Calibration Stendard, 0.2 ng/mL”  Fite: 1104034 wiff* Sampls Name: "SS33617"  Sampie 1D: "Calibration Standard, 0.2 ngimbt.”  File: 110409A wiff”
Peak Neme: “PFOA"  Mass(es) "413.0/368.0 amu” Paak Name: “13CPFOA(M+2)IS)"  Mass(es). "415.0/370.0 mmu”
Commsnt ™  Annotetion. ™ Comment = Annotston: ™
~-aple Inde 2 Sample Index: 2
sple Type: standard 104 sample Type: standard ™
Acentration: 0,200 ng/mL 364 i Concentration: 1.00 ng/mL 2.005
iculated Conc: 0,201 ng/mL : Calculated Conc: N/A
1. Date: 11/4/2009 3404 Acq, Date: 11/4/200% 1985
Acq. Time. 4:05:26 PM Acq. Time 4:05:26 PM
1 8e5
Modifled: Ro 3204 Modified: o
vroc. Algorithm: Analyst Claesic 3.004 Proc, Algorithm: Analyst Classic 1745
sching Pactor: 1 Bunching Factor: 1
ise Threshold, 40.01  cps 2 808 Noise Thrsshold: 256.47  cpm 1805
:a Threshold: 200.04 cpa Area Threshold: 1202.36  cpa 1508
s, gmooths: 1 Bus. Smooths: 1
Lep. Hidth 5.20 2604 Sep. Width: 0.20 | 4a8
sep. Height: 0.01 4 Sep. Heignht. 0.01
Sxp. Paak Ratio: 5,080 2404 Exp. Peak Ratio: 5. 00 1248
4,00 Exp. Adj. Ratio: 4.00
1.00 2204 Bxp. Val. Ratio: 3.00 12e5
30,0 sec RT Window: 30.0 aec @
31.99  win § 2,004 Expected RT: 31.98  =min 3 1.1e8
No § ™ Use Relative RT: Ro 1.005
int. Type: Base To Base Int. Type: Base To Base
Retention Time: 3.94  win S 184 Retention Tiwe: 3.%4  min 9004
04150 v Area: §72181  counts
A“Z;)‘m ' 316507 c:;: * 1404 H:i;hl: 203173 cpu Bost
art Time: 31.63  wmin start Time: 3.8¢  ain 7 Oud
4 Time: 1.21  min 1204 End Time: 4.4 min & 0ot
1004
5.0e4
8000.0 4004
8000.0 3.004
4000.0 2064
2000.0 1.004
0.0 T 0.0
2 4 3 L] 2 4 [
Jica min 00,
W gample Name: "S5336818"  Sample 10: "Calibration Standard, 0.5 ng/mL™  File. “1{D400A wit? Sampls Name: "SS33616°  Sample D: "Calibretion Standard, 0.5 ng/ml.”  Fite. "110408A wiff™
Peak Name: “PFOA”  Masc{es): "413.0/365.0 amu” Paak Name: "13ICPFOA(M+2{ISY”  Mass{sx). "415.0/370.0 amu”
Comment ™ Annotation. ™ Commaent ™ Annotation. ™
aple Index: 3 sample Index: 3
sple Type: Standard 354 dample Type: standard 193
concentration: 9.500 ng/ebL 3.0nd ! Concantration, 1.00 ng/mL 2185
calculated Conc:  0.493 ng/mL calculated Conc: N/A
Acy. Date: 11/4/2009 8.5e4 Acq. Date: 11/4/1200% 2.005
Acq. Time: 4:16:32 PM Acq, Time: 4:16:22 PH
8.Ced 1.9e5
difled: No Hodified: No 1865
ac. Algorithw: Analyst Clagsic 7 564 Proc. Algoriths: Analyst Classic
1ching Factor: 1 Bunching Pactor: 1 1705
wuise Threshold: 40.01  cps 7 04 Nolse Threshol 256.47  cps
Area Threshold: 200.04 cps Araa Threshold: 1282.36 cpa 1685
Nua. Smootha: 1 8.504 Nua. Smooths: 1 1 505
Sep. Width, 0.20 Sep. Width: 0.20
5. Height: 0.01 8.004 Sep. Height: 0.01 1465
g. Peak Ratio: 5.00 Exp. Feak Ratio: 5.00
o. }\di, Rut:o: q.og 5504 :::xp. cd}. zatio: ;Ag: 1 3e5
5. val. Ratio: 3.0 xp. Val. Ratio: . .
Window: 30.0 aec §_ 5.084 RY Window: 0.0 sec 5 1.2e5
Expected RT: 3.99  min 1 Expected RT: 3.98  ain >
Use Relative RT: N - Use Relative RT:  Ne g e
T-t. Type: Base To Base g 4084 Int. Type: Base To Base g 1008
tention Time: 3.94  min Retention Time: 3.93  min = 9.0ed
S e O T ont
art Time: 3.81  min Start Time: 3.8 win
End Tiwe: 4.18 min 3004 End Time: 4.13 min 7 Oed
2.5e4 6.0s4
2 0ed 5.0e4
4,004
1.504
3.0e4
! Ded 2,084
i 5000.0 1.064
. 0e . sqeersr e 0.0
2 8 L} 2 4 L
Time. mnn Jime. mn.

I Research,

Inc.

initials _onod

Page 1 of 6
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alyst Version: 1.4.2

MPI Study: L19346

Operator:

Mark Neeley

rinting Time: 8:30:11 AM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
rinting Date: Thursday, November 05, 2009
—— .. — e e
Sampls Nama; -5833615°  Sample 1D: "Caltbrstion Standard, 1.0 ngimt™  File: "1 10408A walf® Sampie Name, "5533815"  Semple |0; "Caiibrstion Standaid, 1.0 ng/mi.” Fite: “110409A wiff*
Jeak Name: “PFOA"  Mass({ss} “413,0/369.0 amu” Paak Name: “13CPFOAM+2)ISY*  Mass{ws): “415.0/370.0 amu”
~ Commaent ™ Annotation: = Comment ™  Annotation: ™
sample Index: + sample Index: 4
sample Type: standard 194 sample Type: standard 393
Concentration: 1.00 ng/wL Concentrations 1.00 ng/mL
‘culared Conc: 1.05 ng/mL Calculated Conc: N/A
t. Date:r 11/4/32009 1.785 Acqg. Date: 11/4/2009 1905
1. Time: 4:27518 PM Acq. Time: 4:27:18 PM 1865
1865
lified: ¥o Hodified: Ho 1765
Proc. Algorithm: Analyst Clasmic 1.505 Proc. Algorithm: Analyst Classic
Bunching Facrox: 1 Bunching Facto: 1 1605
¥oise Threshold: 40.01 cpy 1.485 Noisa Threshol 256.47 cps
srea Thrashold: 200.04  cp# Ares Threshold: 1283.36  cps 1.505
1. Smooths: 1 1.3¢5 Hum, Smooths: t
3. Width: 0,20 gep. Width; 0.10 1405
3. Height: 0.01 1.205 Sep. Helght: .01
Peak Ratio: 5,00 Ixp. Peak Ratio: 5.00 13¢5
exp. Adj. Ratios 4.00 1.1e5 Exp. Adj. Racio: 4.00 1265
Exp. Val. Ratio: 3.00 gxp. Val. Ratio: 3.00 .
RT Window: 0.0 sec g 10es RT Window: 30.0 sec & 1105
Expectad RT: 3.99  min y Expected RT: 1.98  min 4
+ Relacive RT: No Z 5084 Use Relative RT: No §~ 1 085
£
.. Type: Base To Base E 8004 Int. Type: Base To Base 2 90w
ention Time: 3.94  ain = Retention Time: 3,93 win =
28 512706 counts 7004 Area: 573466 counts 8.0s4
Height: 179695  cps Height 202707 cps
start Time 3.87  wmin 6004 start Time: . 3,87 ain 7084
End Tima: 4.29  =min gnd Time: 413 min
8 04
5.0e4
S Dod
4.084
4 0s4
3.0e4 1.004
2.084 2.004
1.004 1.064
0.0 .0 T
2 4 2 4 3

Poak Nume “PFOA”  Muass{es). “413.0¢389.0 smu'

I Sample Name 5533814 Sample iD: "Cakibration Standerd, 2.0 ng/mi.”  File: "1 10408A Wil
Cornment ™  Annotation. ™

Comment. ™
sample
sample Type:
Cotcentration:
Calgulated Conce
Acq. Datex
Acg. Time:

Moditied:

Proc. Algerithm:
Hunching Factor:
Hoise Thresnold:

Ares Threshold:
Num. Smocths:
sep, Width,

Sep., Height:
ixp. Peak Ratio:
Sxp. Adj. Ratio
exp. Val. Ratio
RT Window:

Expected RT:
Use Relative KT:

- wple Index: s
wle Type: standard 104
wentracion: 2.00 ng/eL
‘culated Conc: 2.08 ng/eL
4. Date: 11/4/200% 34e
Acqg. Tiwe: 5:38:14 PM
3265
Kodified: No
ovac. Algorithm: Analyst Classic 3.0e5
whing Factor: 1
se Threshold: 40.01 cps 2 8e5
:a Threshold; 200.04 cps
\. Swooths: 3 2,605
sep. Width: a6.20
Sep. Helght: .01 2405
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio 4.00 2.2¢5
3. val. Rati 3.00
Window: 30.0 sec § 2005
sectad RT: 3.99  min >
t Relative RT: No g 1.805
tat. Type: Bane To Base 2 16es
Retention Time: 3.94  min =
Area: 1006687  counts 1406
\ght: 358187 cpa
irc Time: 3.87  win 1208
Y Time: 4.22  min
1.005
8.0e4
6 Ocd
4.004
2.004
0.0
2 4

T —~ ST
W Sample Name: "SS3313™  Ssmple ID: "Calibration Stendard, 5.0 ng/ml”  File: “110409A wlfl™

Peak Nams: "PFOA"  Mass{es) "413.0:2280.0 amw”

s

standard
1.00

)

123

ng/mlL

11/4/2009
4:38:14 PM

No
Analyst Clagsic

256.47
1282.36

cpa
cps

sec
min

Base To Base

Int. Types

Retention Time: 3.93
Area; 578731
Height ¢ 2056312
Start Time: 3.87
End Time: 4.1

min
counts
cps
ain
»in

Intensty, cps

20.51
19e5
1.805
1.7¢5
16e5
1.5e5
1485
1385
12e5
1.1e5
1.0e5
9.0e4
8.0v4
7 0nd
6.0ed
5084
4.0ed
2.004
20e4
1004

00

Sample Name: "5533614" Sample ID: "Cakbration Stendard, 2.0 ng/mL” Fie: "110408A.wift*
Peak Name: "1ICPFOA(M+2KIS)”  Muss(es). "415.0/370.0 smu™
Annotation: ™

2

Jime. i

Sample Name. "5533613°  Sample (D' "Calbration Standaid, 5.0 ng/mL”  File' 110409A wifl”
Pouk Name: “13CPFOA(M+ZHIS)" Mass{es) "415.0/370.0 amy™

page 2 of 6

Comment ™ Annotation: Comment ™  Annotation:
sple Index: ‘ sample Index; ]
ple Type: standard 393 3ample Type: Standard 391
concentration: 5.00 ng/mL | Concentration: 1.00 ng/wb
calculated Conc: 4.92 ng/eL calculated Conc: H/A 1 95
ACG. Date: 11/4/2009 7.5¢5 Acq. Data; 11/4/12009
Arq. Time: 4:49.09 PM Acq. Time: 4149:09 PM 1605
7 De5
Jifted: No Moditied: No 1765
5c. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic
€ 5e8 Y
\ching rPactor: 1 Bunching Factor: 1 1605
woise Thrashold:  40.01  cps Noise Threshold: 256.47  cps
Area Threahold: 200.04  cps 6.0e5 Area Threshold: 1282.36  cps 15e5
Num. Smoctha: 1 Num. Smooths: 1
Sep. Width: 0.20 5.588 sap. Width: 0.20 1.4e5
. Height: 0.01 Sep. Height: °.01 1365
3. Peak Ratio: 5.00 5.005 Exp. Peak Ratio: 5.00
y. Adj}. Ratio: 4.00 ) 3 Exp. Adj. Ratio: 4.00 1.205
». val. Hatio: 3.00 Bxp. val., Ratio; 3.00
. Window: 30.0 sec & 45e5 RT Window: 36.0 sec @ 11e§
Expected RT: 3.99  win 3 Expacted RT: 3.98  min 8
Use Relative RT: Ko ﬁ" 4,005 Use Relative RT: No g 1.0e5
Tt Type: Base To Base é 3508 Int. Type: Base To Base § 9.004
.ention Time: 1.93  min = Retention Time: 3.93  win N
ras 2362116  counts Area: 567936  counts 084
\ght: 817984 cps 3.0e5 Haight: 203164  cps
irt Time: 3.95  ain Start Tiwe: 1.47  min 7004
2nd Time: 1.31  min 2.50% End Time: 4.11  min 5.084
2.0e5 S Oed
1505 4.004
3 0ed
1.0e5
2004
5.084 1Ded4
0.0 P . 00
2
- Time mip Tima, mio
v { Research, Inc.




alyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
'rinting Time: 8:30:12 AM MPI Set No.: 110409A Instrument No.: "LC/MS/MS #9
'rinting Date: Thursday, November 05, 2009

Sample Name: "Methanol Wash®  Sampis ID: "Methenol Wesh™  File: “110408A witf™ Sample Name: "Methanol Wash™  Sample ID: "Methanol Wesh™  Fia: ™1 104084 wiff"

Peak Ngme: “PFOA*  Mass(es): “413.0/360.0 amu” Posk Name: "13CPFOA(M+2XIS)"  Mass(es) “415.0/370.0 amu™

4 Annotation: ™ Comment = Annotstion: ™
7 Sample Index: 7
s0lvent Sample Type: Solvent
0.00 ng/mL 1800 Concentration: 1.00 ng/aL
N/A Calculated Conc: W/A M
11/4/300% 1700 Acq. Date: 11/4/2008
1. Time: 5:00:06 P Acq. Time: 5:00:06 PN
1600

Hfied: No Modified: ¥o
Proc. Algorithm: Analyst Classic 1500
Bunching Factor: 1
Noise Threshold: 40,01 cps 1400
Area Threshold: 200.04  cps

1. Swoother IS 1300

». Width: 6,20

3. Helght: 0.01 1200

». Paak Ratio: 5.00
. .p. Adj. Ratio: 1.00 1100
Exp. Vval. Ratio: 3.00
RT Window: 30.0 sec 5, 1000 g,
Expected RT: 3.99  ain ] ¥

> Relative RT: Ho g 00 ?

L. Types Baze To Base E 800 H

“ention Times 3.94  ain

ELES 1476 counts 700
Height: 378 cpa
scart Time: 1.83  wmin
End Time: 4.00  min 800

500
400
300
200
oo hiwl,
M o v 5
2 [ L}
Time mn

Semple Name: "Methanol Wash™  Semple 1D "Methano! Wesh™  File: "1 104094 will* Swrpie Name: "Methanol Wash™  Sample ID: "Methanol Wash™  File: "110409A wilt™

Peak Name: "PFOA"  Mass{as): "413 (V389.0 amw” Peak Name: “13CPFOA{M+2)ISY" Maas(es) “415.0/370.0 amu™

Comment ™  Annotation: = Commant ™  Annotetion.
sasple Index: s gample Index: »

ple Type: goivent 8.07 sample Typs: solvent

wcentration: 0.00 ng/mL Concentration: 1.00 ng/mL

leulated Conc: N/A 1000 calculaced Conc: N/ 7

1. Datm: 11/4/2009 Acqg. Date: 11/4/2009
acqg. Time: $:11:01 PM 1800 Acg. Time: §:31:01 PH 16
Modified: 1700 Hoditied: Ho 15
Proc. Algoritha: Analyst Classic

wching Factor: 1 1600 4

ise Threshold: 40,01 cps

‘s Threahold: 1200.04  cps 1500 13

Swoothm( 1
~ep. Width: 0.20 1400 12
Sep. Height: 0,01 1300
Exp. Peak Ratio: s.00 ]
Exp. Adj. Ratlio: 4.00 12004 !
y Ratio: 1.00 1
3jo.0 sec 1100
3.99  wmin § §‘

: RT: No % 1000 ? 9
Int. T;’p 3 Base To Base £ 900 a
Retention Ti 3.93  ain = £
Area: 1517  counte 800 7
u=ight 202 cps

Tt Timw: 3.88  min 700 8

1 Timey 411 min 500

5
500
4
400
3
300
200 847 2
~9.15
100 1
0 0= T
2 4 8 2

T oo

"W Senpis Name, -Gontrolr . Sampls 1D "MCA214 Deer Muacle Contra Fite. "1 10409 will"
Peak Name: "PFOA"  Mase(es): “413.04389.0 amu”
tation, =

I Sampie Narw: "Control”  Sample ID: "MC4214 Deer Muscle Control™ [; “110400A wiff"

Peak Name. “13CPFOA(M+2XISY  Mass{es). "415.0/370.0 amy™
ation: =

Comment = Comment =  Annat
ple Index: 9 sample Index: ?
wle Type: Unknown 183 sample Type: Onknown 393
Ccncentration, N/A Concentration: 1.00 ng/ul
calculated Conc:  0.17) ng/mL calculated Conc: /R 22e5
Acq. Data: 11/4/200% 4500 Acg. Date: 11/4/2009
Acq. Time: 5:21:55 PH Rcg. Tima: 5:21:55 PM 2.3
litied; No Modifiad: No 2008
>c. Algarithm: Analyst Classic 4000 Proc. Algorithm: Analyst Classic 1 9e5
whing Factor: 1 Bunching Factor: 1
Jse Threshold:  40.01  cpa Noise Thrashold: 256.47  cps 1.865
Area Threshold: 200.04  cps 3500 Ares Threshold: 1262.36  cps 17e8
Num. Sacotha: 1 Num. $mooths, 1
Sep, Width: 0.20 Sep. wWidth 0.20 1.8a5
= 4. Height: 0.01 Sep. Height: 0.01 1.5¢5
;. Peak Ratio: 5.00 3000 Exp. Peak Ratio: 5,00
_ >. Adj. Ratio: 1.00 exp. Ad). Ratio: +.00 1405
». val, Ratio, 1.00 Exp. val. Ratio; 3.00
Window: 10.0 sec » RT Window: 0.0 sac 3 135
Expected RT: 3.99  =in 3 2500 Bxpected RT) 3.90  min > 208
Use Relative RT:. No % Use Relative RT: No g
1.te$
Int. Type: Baze To Base § Int. Type: Base To Base H 1.085
ention Time: 3.93  min = 20004 Retantion Time: 3.53  ain = M
A 12498 counts Area: 630414  counts 9.004
ght: 4630 cps Height: 235427 cpe
rt Time 3.87  min start Timae: 31.87  min 8.084
wnd Tima: +.02  min 1500 End Time: 4.13  ain 7 0us
6.0u4
1000 5.004
4.0e4
3.004
500
378 2.0e4
i 1.004
N 9 20
2 2 4 &
Jima, min
v [ Research, Inc.

Page 3 of 6




alyst Version: 1.4.2
rinting Time: 8:30:12 AM
rinting Date: Thursday, November 05, 2009

MPI Study: L19346

MPI Set No. 110409A

Operator: Mark Neeley

T Ty y Ty
Sampte Name. "LCS A°_ Sampie 1D "MC4314 Deer Muscle Spike A, 10 ng/mi” Fie:™1 10400A wit™

Sample Name: "LCS A™  Sampie ID: “MCA314 Duer Muscls Spike A, 10 ng/mL™  Fila: "110408A. wiff"
Peak Name: "PFOA"  Mess(es). "413.0/369.0 amu” ZQIRNUN: *1ICPFOAM+2YISY" Maxe(ns) "415.0:370.0 amu”
- Comement ™ Annotation: ™ omment ' Annatation: ™
sample Index: 10 sample Index: 10
sample Type: Qc saspla Type: qc 193
Concentration: 10.90 ng/wb 3.3 Concentration: 1.00 ng/ekL 2 885
[ c N
e cone | T, M o v o
3. Time: 5:12153 PM 1.0008 Acq. Time: 5132:53 ¥M A
Jified: No 9.5084 Modifisd: No 2405
Proc. Algorithm: Analyst Classic .0004 Proc. Algoritha: Analyst Clasaic
sunching Facto: 1 g Bunching Pactor:
Noise Threshold: 40.01 cps 85084 Noiss Threshold: 256.47 cpe 2.2e5
~-aa Threshold: 1200.04  cps . Area Threshold: 12082.3§  cpa
+. 8mooths: 1 00s4 Num. Smooths: 1
3. Width: 6.20 75084 sep. Width: 0,20 2005
3. Haight: 0.01 Sep. Height: 0.01
». Peak Ratio: 5.00 7.0084 Exp. Peak Ratio: 5.00 1.8¢5
kxp. Adj. Ratio: 1.00 Exp. Adj. Ratio. 4.00
Exp. val. Ratio: 3.00 B8.50e4 Exp. Val. Ratio: 3.00
RT Window: 30.0 sec RT Window: 0.0 ssc s 1.85
£xpected RT: 3,89  min §* 8.0004 Expectad RT: 3.98  uin y
t Relative RT: No 5.5084 Usa Rslative RT: No ? 1.4e5
i. Type: Base To Base 5.0004 Int. Base To Base é N
ention Time: 3.93 nin = Retention Time: 1,93 min = 12e5
coma: 311604  counts 4.5004 Ares: 765110  counts
Height: 114798  cps 40004 Reight: 284507  cps 1.085
start Time) 3.87  min start Time: 3,87  =in
End Time: 4.11 ain 35084 Bnd Time: 4.14  win
3 00e4 4 Oed
2.5004 6.0e4
2.0004
1.50e4 4004
1 00e4 2004
5000.00
0.00 0.0

2 4 8

Instrument No.: LC/MS/MS #9

2 +

- S},
Sampts Name: "LCS B”  Sample [0 "MC4314 Dear Muscle Spike B, 50 ng/mL"  File: *110408A wiff"
Peak Name: "PFOA”  Mass{es). "412.0/389.0 amw”

S )
Sampla Name: "LCS B Sample ID: "MC4314 Deer Muscle Spike B, 50 ng/ml™  File: TH0408A Wi
Peak Neme: “13CPFOAM+2XISY  Mass(ss). "415.0/370.0 amu™
Comment. ™ on. ™

Comment. ™ Annotation: Annotation:
- sple Index: 1n sample Index: 11
pla Type: qc 183 sample Type: Qc 192
wcentration: 50.0 ng/ml 5.005 concentration: 1.00 ng/mL 28051
‘culated Concs 471 ng/eL calculated Conc: N/A
. Data: 11/4/2009 Acq. Data: 11/4/2009
Acg. Time: 5:43:51 PM 4505 Acq, Time: $:43:51 PM 2405
Modified: No Modified, Ne
meng, Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic 2205
\ching Pactos: 1 Bunching Factor: 1
‘se Threshold: 40.01  cps 4005 Nolss Threshold: 256.47 cpa
:a Thrashold: 200,04  cps Area Threshold: 1282.3%  cps 20e5
Smooths: 1 Num, Smootha: 1
sep. Width: 0.20 3565 Sep. Width 0.20 1805
Sep. Helght: 0.01 Sep. Haight: 001
Exp. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 Exp. Ad3. Ratio: 4.00
». val. Ratdi. 3.00 3065 Exp. Val. Ratio: 1.00 1805
Window: 30.0 sac §‘ BT Window: “30.0 sec é
rected RT: 31.99%  win 4 Expected RT, 31.9¢ wmin ¥ 1405
: Relative RT: Ho 2545 Use Relative RT; No g
Inc. Typa: Pase To Bass Int. Type: Base To Base 2 1.2¢8
Retantion Time: 3.93  win Retention Time: 3.9 min
Area: 1418129  counts 2005 Area: 709162  counts
ght: 520421 cps Height: 263177 cpa 1 0e5
ire Time: 3,85 min Start Time: 3.87  min
1 Time: 4.22  min End Time: 4.13  min
1585 8.004
8.0ud
1 0e8
4 Oud
5.0ed4
2004
0.0 ('3

2 4 8

2 4

W Taroe N TL10996.3 5ok & Sampre 10 "Daet K7 3.5 yr male-acie Spike C. 50 ngimL-  F
Pazk Name "PFOA"  Mass(ss). "413.0/369.0 amu”
Cormment ™ Annotation. ™
12

Peak Name "13CPFOA(M+2ZHISY  Mass(os): "415 0/370.0 armu”™
Comment. ™ Annotation. ™

Sampls Name "L18346.3 Spk C*_ Sampte ID: -Daer #7 3.5 yr male-muscle Spike C, 50 ng/mL"  FRe: "110409A wiff

ple Index: sample Index: 12
ple Type: oc 1 sawple Type: Qc 193
Concentration: 50.0 ng/mL Concentration: 1.00 ng/aL
calculated Conc: 19,5 ng/mL 5.05 calculated Conc: N/R 2.485
Rcq. 11/4/2009 Acq. Date: 11/4/2009
req. S:54:48 PM Acq. Tiwe: 5:54:48 PM
1Eied: No 4508 Modified: No 2208
»c. Algorithm: Analyst Classic Proc. Algorithms: Analyst Classic
.ching Factor: 1 Bunching Factor: 1 2085
~uise Threshold: 40.01 cpa 4.0e8 Noise Threshold: 256.47 cps
Area Threshold: 200 04  cps Ares Threshold: 1282.36  cps
Num. Seooths: 1 Num. Smootha: 1 1 805
Sep. Width: 0,20 3505 Sep. Width: 0.20
.. Height: 0.01 sep. Haight: 9,01
. Peak Ratlo: 5. 00 Exp. Fesk Ratio: 5.00 1565
«. Adj. Ravio: 4.00 £xp. Adj. Ratle: 4.00
val. matio: 3.00 3.085 Exp. val. Ratio: 3.00
Window: 30.0 sec @ RT Window: 30.0 sec Y 1 deb
Expected RT: 3.9%  min kg Expected RT: 1.98  win ]
Use Relative RT: No use Relative RT: No z
§ 2565 2 125
Type: Base To Base 2 Int. Type: Base To Base 2
ention Time: 3.93 =in - Retantion Time: 1.93 =in =
a: 1437886 counts 2.005 Area: 698422 counts 10e5
ght: 515845 cps Height: 260425  cps
rv Time: 31.87  amin drart Time: 3.87  ain
End Time: 4.18  min End Time: 4.13  win 8.004
1.565
6.004
1085
4.00d
5.084
2084
0.0 0.0
2 4 3 2 4
. Tipa, i Tima, oen
v~ Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
‘rinting Time: 8:30:12 AM MPI Set No.: 110409A Ingtrument No.: LC/MS/MS #9
*rinting Date: Thursday, November 05, 2009
Sampis Neme: "L18348-1 Spk 0" Sanple ID: "Deer #8 0.5 v female-muscle Spike D, 50 ng/mL”  Fike: “110400A witf” Sample Nama: "L19348-1 Spk D" Sample 1D: “Deer # 6 0.5 yr female-muscie Spike D, 50 ng/mL™  File: -1 10408A Wil
Poak Name: “PFOA"  Mess{es): “413.0/369.0 amu™ Peak Name: "13CPFOAM+2NISY  Mass(ex) “415.0/370.0 wrw™
Annotation: ™ Comment ™  Annotation. ™
13 Sample Index: 13
qc 393 Sample Type: ac 183
n: 50.0 ng/mi Concentration: 1.00 ng/mL
cone 46.3 ng/mL calculated cone: /A 1.6054
11/4/z2009 2.8e54 Acq. Date: 11/4/3009
3. Time: 610645 PH Acq. Time. 6:05:45 P 1 505
1ifLad; No 2808 Modified: ¥o 14054
eroe. Algorithm: Analyst Classic Prac. Algorithm: Analyst Classic :
Bunching Factor: 1 2405 Bunching Factor: 1
Noiss Threshold: 40.01  cps Noise Threshold: 256.47 cps 1.385
Area Threshold: 200.04 cpw 2.2¢5 Ares Threshold: 1282.36 cps
i, gwaoths: 1 Num. Swmooths: 1 1.2¢5
0. Width, 0,20 Sep. Width, 0.20
3. Height: 0.01 2.0e5 Sep. Reight: 0.01 1.1e5
3. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00
... Adj. Ratio; 4.00 1 8054 exp. Ad). Ratio: 4,00 1005
Exp. val. Ratio; 3.00 2xp. val. Ratio: 3,00
RT Window: 30.0 sec RT Window: 0.0 sac
Expected RT: 31.9%  min 5 1.605 Expected RT 3.99  min § 9.0e4
> Relative RT: No Use Relative RT: No
§ 1 4e5 g 8.0e4
¢. Type: Base To Base g int. Typs: Base To Base 2
tention Timae: 3.93 ain - Retention Time: 3.93 ain = 7.0e4
aar 862089  counts 1.288 Area: 438366 counts
Height: 113777 cps Haight; 167744  cps 6004
Start Time, 3.87  nmin 1.085 start Time: 1,87 min
End Time: 4.2 wmin End Time: 4.30  min 5.004 |
8.004
4.0e4
6.004
3.0e4
4.0e4 2004
2,084 1,004
0.0 7 04
2 4 ] 3 2 4 8
- S— Tima i S Jie. 2o
Semple Name: "L18348-3°  Semple 1D "Deer # 7 3.5 yr maie-muscie”  Fiie: *110408A wifl” Sampls Name: "L19346-3"  Sample iD: "Deer #7 3.5 yr mate-muscie®  Fite: "1 10408A wilf*
I Pouk Name: "PFOA"  Mass{ss). "413.0/368.0 amu” Peak Name: "13CPFOAM+2}IS)”  Mess(es) "415.0/370.0 arus™
Comwment ™™ Annotstion: ™ Comwnent ™ Annotstion: ™
Swaple Index: 14 sample Index: 14
wple Type: Unknown sawple Type: Unknown 192
\centration: N/A concentration: 1.00 ng/aL
tculated conc: <o 2100 Calculatsd Conc: H/A 2‘-54
. Date: 11/4/200% Acq. Date: 1174/300%
Avg. Time: 6:16:42 PH 2000 Acq. Time: 6116:42 PH
1900 2.2¢54
Hadified: No Hodified, Ho
Proc. Algorithm: Analyst Classic 1800 Proc. Algorithe: Analyst Classic
iching Pactor: 1 Bunching Factor: 1 2.008
ise Threshold: 40.01 cps 1700 Noiss Thrashold: 2S6.47  cpx
ta Threshold: 100.04  cpa 1600 Area Threshold: 1282.36  cps
V. Swooths: 1 Nus. Sacoths 1 1.865
ip. Width; 0.30 1500 Sep. Width: 0.20
Sep, Height: o.01 Sep. Height: 0.01
Exp. Peak Ratio: 5.00 1400 Bxp. Peak Ratio: 5.00 1.6e5
#xp. Adj. Ratio 4.00 1300 Exp. Adj. Ratio: 4.00
- Ratio 3,00 Txp. Val. Ratio; 1.00
30.0 sec 5 1200 RT Window: 0.0 sec § 1.4e8
3,59  win > Expected RT: 3.9¢  win >
e RT: No § 1100 Use Relative RT: No
% § 1000 § 1.285
Int. Type: Base To Base 2 Int. Typs: Base To Base 2
Retention Tima: 3.93  win = g0 Retantion Tim win
Area: $207  counts Ares: counts 1.085
Helght: 1548 cps 800 Height: cps
Tt Time: 3.81  asn Start Time: win
1 Time: 4.00 _min 700 End Time: win 8.0e4
800
500 6004
400
4.004
300
200 2084
100
R
° . 0.0
2 4 8 8 2 8
- — W]
i Sample Name: "L19348-3 Dup™  Sample iD: "Deer #7 3.5 yr male-muscle Duplicete”  Fif Sampls Name: .19348-3 Dup™  Sample ID: "Deer # 7 3.5 y7 male-muscle Dupbcate”  File. 1104094 wiil™
Paak Name: "PFOA™  Maus{es): “413.0/369.0 amu™ Peak Name: "13CPFOA(M+2XIS)”  Mees(ss): “415.0/370.0 amu™
Comment *  Annotation: ™ Comment ™ Annotetion: ™
ple Index: 15 Sample Index, 15
‘ple Type: Unknown sample Type: Unknown 393
wwncentration: H/A 1300 Concentration; 1.00 ng/mL
Calculated Conce < 0 Calculated Conc: N/A
Acg. Date: 11/4/200% 1800 Acq. Date: 11/4/2009
Acq. Time: 6€:27:39 PM ACG. Tima: 6127:39 PM 2.2e6
1700
Hfied: No Modified: No
)e. Algoritnhm: Rnalyst Classic 1600 Proc. Algorithm: Rnalyst Classic 2.0e8
ching Factor: 1 Bunching Pactor: 1
ise Threshold: 40.01 cps 1500 Noime Threshold: 256.47  cps
Area Thrashold: 300.04 cps Area Threshold: 13182.36  cps t BeS
Num. Smooths: 1 1400 Nus. Smooths: i
asp. Width: 0,20 1300 Sep. Width: 0.20
=4, Height: 0,01 Sep. Height: 0.01 1.6e5
.. Peak Ratio: 5. 00 1200 Exp. Peak Ratio: 5.00
. Ad3. Ratio: 4.00 Exp. Adj. Ratto: 4.00
y. Val. Ratio: 3.00 1100 Exp. val. Ratto: 3.00 1.4eS
Window: 0.0 sec 3 RT Window: J0.0 sec 4
Expected RT: 3,99  min * 4000 Expected RT: 3.98  min ¥
Use Relative RT: No 3 Use Relative RT: No 2 42e5
g w0 H
Int. Type: valley £ Int. Type: Base To Base 2
ention Time: 3.83  min = 300 Retention Time: 3.93  min = i pes
s 5129  counts Area: 649587  counts
ght: 1774 cps 700 Height: 243158 cps
£t Time: 3.87  win start Time: 1.87  win 5.004
ead Time: 4.00 min 600 End Tiwe: 4.13 win .
seo 6.004
400
300 4 Ceod
200
2.004
; 100 )
b
0 " [
2 4 -] 8 2 4
1ima. min Time, min
Research, Inc.
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1lyst Versio
rinting Time:

T ¢

1.4.2

8:30:12 AM

MPI Study: L19346

MPI Set No.

110409A

Operator:

Instrument No.:

Mark Neeley
LC/MS/MS #9

rinting Date: Thursday, November 05, 2009
Sample Name: "L13346-1"  Sample iD: "Deer # 8 0.5 y7 femwe-muscle” File: "110409A wilf™ Sample Name: “L19346-1"  Samele ID: "Deer #8 0.5 y7 famale-muscie™  Fite, "1 10405A wiff®
“esk Name: "PFOA"  Maas(es): "413.0/368.0 smu” Zc(k Nama: “13CPFOAM+2)IS)"  Mass(es): "415.04370.0 amu™
wemment ™ otation. ™" omment ™ Apnotation:
jampls Index: 16 sample Index: 16
sample Type: unknown Sample Type: Unknown 102
Zoncentracion: N/A Concentration: 1.00 ng/mL
© iculated Conc: <« © 1800 calculated Conc: H/A
1. Date: 11/4/2009 Acg. Date: 11/4/2009 1.805
j. Time: 6:38:37 PM 1800 Acq. Time: 6:38:17 PH 1768
Tiitied: No 1700 Hodified: No 1 6e5
Proc. Algorithe: Analyst Classic proc. Algorithm: Analyst Classic
Bunching Factor: 1 1600 Bunching FPactor: 1 1505
Noise Threshold: 40.01  cpe 1500 Noise Threshold: 256.47  cps
r-aa Threshold: 200.04  cps Arsa Threshold: 12#2.316  cps 1485
.. Smooths: 1 ¥um. Smooths: 1 §
. Width, 0.20 1400 Sep. Width: 0 20 1.305
). Height: 0.01 1300 sep. Helght: 0.01
Peak Ratio: 5.00 gxp. Peak Ratio: 5.00 1265
sap. Adj. Ratlo: 4.00 1200 Zxp. Ady. Ratio: 1.00
Exp. Val. Ratio: 3.00 Exp. Val. Ratio: 3,00 1105
RT Window: 30.0 sec g e /T Window: 0.0 sec 3
gxpected RT: 3.99  min > Expected RT: 3.90  ain > 4085
: Relative RT: No 1000 Use Relative RT: No §
9.084
o Typer Sase To Base 900 Int. Type: Base To Base 3
ention Tima: 3.93  min = Ratention Time, 3.2  nmin = 3.0e4
Y 3752 counts 800 Ares: 506345 counta
Hetght 1297 cps 700 Height: 189717 cps 7 0nd
start Time: 3.87  min start Time: 1.27  min
End Tima: 4.02 min 600 nd Time: 4.11 =in 6 Dud
500 5.084
400 4.004
300 3.004
200 2084
100 1.004
N . 0.0
" 2 4 [ 2 4 8
Sampte Name: "L19348-1 Dup™  Sample iD: "Deer # 8 0.5 y7 female-muscls Duplicste™  Fibe: “110400A wifr” Semple Name: "L13346-1 Dup”  Sampie 1D "Deer # 6 0.5 yr femain-muscle Duplicate” Fria "1 104004 wiff"
Peak Neme: "PFOA™  Mass(es) "413.0/369.0 amu™ Peak Name: “13CPFOAM+2}IS)"  Mass{as), "415 370.0 amu™
Comment: ™ Annotation: ™ Comment ™ Annotation. =
~ aple Index: 17 sample Indax; 17
ple Type: tnknown Saumple Type: Unknown 1902
cantration: N/A 18004 concantration: 1.00 ng/aL l
culated Conc: < 0 Calculatsd Conc: H/A 1685
,. Date: 11/4/2009 1700 11/4/2009
Acg. Time: 6:49135 PM 6:49:35 PM 1.505
Modified: Yen 1600 Modified: ves 1468
prac. Algorithm: Analyst Classic 1500 Proc, Algorithm: Analyst Classic
1 Bunching Factor: 1
t0.01  cpe 1400 Noise Threshold: 256.47  cps 1385
1a Threshold: 200.04  cps Ares Threshold: 1282.36¢  cps
«. Bmootha: 1 1300 Num. Smooths: 1 1.2eS
sep. Width: 0,20 Sep, Width: e.10
Sep. Height: 0.01 1200 Sep. Height: 0.01 1185
£xp. Peak Ratio: 5.00 Exp. Peak Ratlos 5.00
B el Racier  3lea 1100 bl Ual matier  3lee 108
Window: 10,0 sec RT Window: 30.0 sec
sected RT: 3.92 min § 1000 Expected RT: 3.98  wmin §’ 9.004
) Relative RT: No Use Ralative RT: No
900 E 8.004
Inc. Type: valley 800 int. Type: Base To Bame £
Retention Time: 31.93  min = Retention Time: 3.92  min = 7004
Ares: 3129 counts Area; 441379 counts
fgnty 1103 cps 00 Height: 165260 cps 6.004
ire Tima: 1.88  min start Time: 3,87  win
1 Tima: s.00  min 600 End Time: 1o min 5004
500
4.004
400
3.004
300
200 2.084
100 1 Oed
] T T 0.0
2 4 ] 2
E— Jioe .. Jims. 30
W Sarpie Name. 55338157 Sampte [D°"CCV, 1.0 ng/mL”™  File: "110400A T Sample Name. 5333815 Sample iD: "CCV, 1.0 ng/imL™  Fite: "110408A wif™
Peak Name: "PFOA"  Mass(es) "413.0/365.0 amu” Paak Neme: "13CPFOAM+2YIS)'  Msss{es). “415.0/370.0 amu™
Comment. ™ Annotation. ™ Comment. ™  Annotation: ™
iple Index: 19 sample Index: 18
ple Type: qc 192 3ample Type: ac 392
Cencentration: 1.00 ng/mL 1965 Concentration: 1.00 ng/mL
calculated Conc: 1.04 ng/mL Laes calculated Conc: N/A 2005
Acq. Date: 11/4/2009 i Acq. Date: 11/4/2009
Arg. Time: 7,00:33 PM 1 7¢5 Acq. Time: 7.00:33 PM 1.905
e
1etnd: No Hodified: No 1.8¢5
sc. Algorithm: Analyst Classic 1.6e5 Proc. Algorithm: Anslyst Classic
iching Pactor: 1 Bunching Factor: 1 175
wuise Threshold: 40.01 cps § 5e5 Noise Threshold: 156.47  cps {685
Area Threshold: 200.04  cp# 1 4e8 Area Threshold: 1262.36  cps
Num. Smootha: 1 Num. 9mootha: 1 1505
sep. Width: 0. 20 1165 Sep. Width: o 20
.. Height: 0.01 Sep. Height: 0,01 1405
1. Peak Ratio: 5.00 1205 Exp. Peask Ratio: 5.00
y. Ad3. Ratio: <.00 ® Bxp. Adj. Ratio: 4.00 1.3e5
e e
ndow: . ‘ .
Expected RT: 3.99  min g 1008 Expected RT. 1.98  min § 1185
Use Relative RT: No é‘ Use Relative RT: No =
9.084 g 1065
Ten. Typs: Basa To Dase 2 Int. Type: Base To Base £
,ention Time: 3.92  min 8.00d Retention Time: 3.92  ain = 904
Y 525395  counta Area: $50143  counts
ght; 189948 cpm 7.004 Height« 212171 cpa 8.0e4
rt Time: 31.85  min start Tise: 3,85  min 7064
tnd Time: 4.20  min 8 Qod End Time: .11 win
6 Cad
5.004
5.004
4.004
4 004
3.0e4 3.084
2.0ed 2.0e4
1004 1.084
L] 0.0
2 4 L] 2 4 6
Tina, min Timt. 0.
+ { Research, Inc.
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\lyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
>rinting Time: 8:29:38 AM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9

>rinting Date: Thursday, November 05, 2009 éf
Mnp -5 -

1 09 110409A.rdb (PFOS): "Linear" Regression ("1 / x" weighting): y = 1.07 x + 0.00957 (r = 0.9998)
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1lyst Version:
rinting Time:
‘rinting Date:

1.4.2

Thursday,

8:30:30 AM
November 05,

MPI Study: L19346

MPI Set No.:
2009

110409A

Operator:
Ingstrument No.:

Mark Neeley
LC/MS/MS #9

T e
Sampie Name: "5533618° Sampie ID: "Calibration Standard, 0.1 ng/mL™  File "1 10400A witf”
Mass({os): "400.0480.0 amu”

“eak Name: "PFOS"

Sample Name: "5S33618"  Sampte D "Cakbration Standard, 0.1 ng/ml” Fite: “110409A wiil"
Peak Nama: “13CPFOS{M+4}(IS)
Annotation:

Mass{es). "503.0/80.0 amu”

Page 1 of 6

Somment ™ Annotation: ™ Comment. ~ Sl
sample Index: 1 sampla Index: 1
Sample Type: Standard 401 Sample Type: Standard 401
Concentration: 0.100 ng/mL Concentration: 1.00 ng/mlL
“lculated Conc: 0.0977 ng/mL Calculated conc: N/K
1. Date: 11/4/2009 11064 Acq. Date: 11/4/ 2009 11065
;. Time: 3:54:30 PM Acq. Time: 3:54:30 PH
Hfiad: No Hodified: No
froc. Algoriths: Analyst Classic 1004 Proc. Algoritha: Analyst Classic 10025
Bunching Factor: 1 Bunching FPactor: 1
Noiss Threshold: 18.73  cps Woise Threshold: 140.3%  cps
Area Thrashold:  78.65  Cps $000.00 Area Threshold: 701.07  cps 9.0004
. Smooths: 1 Hum. Smooths: 1
>, Wideh: 0.20 Sep. Width; 6.20
5. Height: 0.01 3000.00 sap. Height: 8.01 6.00e4
v, Peak Ratio: s.00 Bxp. Peak Ratio 5.00
wap. Ad3. Ratio: 4.00 Exp. Adj. Ratio: 4.00
Exp. Val, Ratio: 3,00 7000.00 Exp. Val. Ratio: 3.00 7.0004
RT Window: 30.0 sec 4 RT Window: 30,0 nec B
gxpscted RT: £.06  min 2 Xxpected RT: 4.06  min 3
* Relative RT: No EBOOD‘OO Use Reslative RT:  No 8.00e4
.. Type: Gase To Base 2 Int. Type: Base To Base
antion Times 4.01  min = 5000.00 Retention Time: 4.01  oin 5.00e4
~a: 33149  counts Area: 344167  counts
Helght 12108 cps Height: 132875 cps
start Time: 3.90  min 4000.00 Start Time: 3.95  ain 4.0084
End Time: 4.20  min gnd Time: 4.22  min
3000.00 3.0084
2000.00 2.0004
1000.00 1 0Qed
0.00 000
2 4 2 4 L
. i, — Tie. i
Sampie Name: ~5523617°  Sample ID: “Calibration Standerd, 0.2 ngimL”  Fite: 1104004 wAf?" Sermpie Name. "SS33817-  Sampis D "Cakbistion Standard, 0.2 ng/ml."  File; “110408A. wift”
Poak Name: "PFOS™  Maxs(as) "459.0/80.0 amu™ Peak Name: "13CPFOS(M+4XIS)"  Mess(ex). "503.0/80.0 snw™
Ci =~ Annotation: ™ Comment. ™ Annotaion: =
casple Index, 2 sample Index: 2
ple Type: Standard 4.0 Somple Type: standard 501
centration: 0.200 ng/eL Concentration: 1.00 ng/sk
culated Canc: 0.199 ng/mL 22e4 calculated Conc: N/A
Date: 11/4/2009 Acg. Dates 11/4/2009
ACq. Time: 4:05:26 PM 204 Acq. Tiae: 4:05,26 PM 1.10e5
2.0e4
Modif iad: No Modified: Bo
Proc. Algorithm: Analyst Classic 1.904 Proc. Algorithm: Analyst Classic 1.0085
wching Factor: 1 1604 Bunching Pactor: 1
se Threshold: 15.73  cps Nolse Threshold: 140.21  cps
°s Threshold: 78.65 cps 1764 Area Threahold: 701.07 cps 9.0024
. secoths: ! 1 : Num. Swootha 1
Lep. Width: o.20 1604 sep. Width: 0.20
Sep. Height: 0.0 1.504 Sep. Helght: .01 8 Oled
Exp. Peak Ratio: 5.00 £xp, Peak Ratio: 5.00
£xp. Adj. Ratio: 4.00 1404 gxp. Ad}. Ratio: 4,00
. val. Ratio: 3.00 1 3ed Exp. Val. Ratio: 3.00 7 00ed
Window: 10.0 sec -4 " RT Hindow, 0.0 aec &
sected RT: 4,06 min > 4244 Expected RT: +.06  ain 4
» Relacive RT: No H [RTY} Uss Ralacive RT: Ne Z 80084
Int. Type: Base To Hase g 1.004 Int. Type: Base To Dase g
Retantion Time: 4.01 min - Retencion Time: 4.01 ain T 5004
Arsa: 75056 counts $000.0 Area: 338773 counts -
uight: 23059 cpa Hetght: 122020 cps
‘e Time: 3.88  min 8000.0 Start Time: 3,95 ain 20084
! Time: %.24  min 7000.0 End Time: 4.24  min
£6000.0 3.00e4
5000.0
4000.0 2.0004
3000.0
2000.0 100e4
1000.0
0.0
2 2 4 8
S—— Jima.mio — Jims. (min,
W Sample Name: "SS13518"  Sample ID "Calibretion Standard, 0.5 ngimL”  Fitw: "110400A wif™ Samgle Name, "SS33816" Swemphe 1D: "Calibration Standard, 0.5 ngimd.” File: "110408A wiff"
Peak Name: "PFOS"  Mass(es). "499.0/80.0 anw™ Poak Name: "1ICPFOS(MY4)(IS)" Mass{es) "503.0/80 0 amy™
Comment ™ Annotaten ™ Comment ™ Annotation: ™
sple Index: 3 sanple Index: 3
\ple Type: gtandard 401 Sample Type: standard 201
Loncentration: 0.500 ng/mL Concantration: 1.00 ng/aL
Calculated Conc: 0.504 ng/mL Calculated Conc: R/A 1.20e5
Acg. Date: 11/4/2009 5 Spd Acqg. Date: 11/4/2009
AEq. Time: 4:16022 PH Acq. Time: 1:16:22 P
1.10e5
lified: Ho 5.0e4 Modified: No
). Algorithm; Analyst Classic Proc. Algorithm: Analyst Classic
\ching Factor: 3 Bunching Factor, 10005
..ise Threshold: 15.73  cpm 4504 Nolse Threshold: 140.21  cps
Arsa Threahold:  78.65  cps Area Threshold; 701.07  cpa
tium. Swoothsg: 1 Kum, Smooths: 1 9.00e4
sep. Width: 0.20 4004 Sep. Width: 9.20
>. Hetght: 0.01 Sep. Height: o.01
J. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 8 004
.. Adj. Rstio: 4.00 Exp. Ady. Ratio: 4.00
». val. watia: 1.00 3504 gxp. val. Ratio: 3.00
wWindow: j0.0 sec § RT Window: 30.0 sec § 7.00e4
Expected RT: 4.06 win 3 Expected RT: 4.06 amin
use Relative RT: No Z 30es Use Relative RT: ¥o >
g g 50004
Tar. Type: valley 2 Int. Type; Base To Base £
ention Time: 4.01  min = 2.5e4 Retention Time: 4.01  min =
a: 187236  counts Area. 342440  counta 50004
ght: 58834 cpa Height: 124612 cps
£t Time: 3.85  win 2.0e4 start Time. 31.95  ain
sna Time: 4 28 min End Time: 4.22  min 4.00s4
1504 3 00e4
1.004 200e4
5000.0 10004
00 0 oo T
2 4 2 4 8
R Time. cin Tims, min,
v Research, Inc.
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initials

i ate

N - 4’0?
sample
index /

To 1%




\lyst Version:

1.4.2

MPI Study: L19346

Operator:

Mark Neeley

'rinting Time: 8:30:30 AM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
’rinting Date: Thursday, November 05, 2009
3615 Sampie 1D Callorstion Standwd, 1.0 ngimi-  Fae. 110400A.wiT Fie *11408AwAT

Sample Name: “SSJ.
FOS”

' Sample Name: “S833615"  Sampis H): "Calibration Standwd, 1.0 ng/mL"

*eak P Mass(es): "499.0/80.0 amu” Eoll( Nm:'13CPFQuS(MV4)(OS)' Mass(es): "503.0/80.0 amw™
- o, Annotation: ™ omment ™ Annotation: ™
sampls 4 Sampla Index: 0
samp Standard 401 sample Typs: Standard 1.00
Concera 1.00 ng/mL | Concentration: 1.00 ng/mL )
‘culated Conc: 1.00 ng/elL 1.1085 calculated Conc: /A 1.2065
1. Date: 11/4/2008 10505 ] Acq. Date: 1{/4{20»:9
I Tina: 4127118 M Acq. Time: 4:37:18 PM
1005 1.1065
tHfied: No Modifiad: No
Proc. Algoritha: Analyst Classic 9.50e4 Proc., Algorithm: Analyst Classic
Bunching Pactor: 1 0094 Sunching Factor: 1 1.00e5
Noise Threshold: 15.73 cps 8. Noise Threshold: 140,21 cpm
Area Threshold: 78,68 cps 8.5004 Area Threshcld: 701,07 cps
. smooths 1 Nua. $moothas: 1 9.0004
wiath: 0.20 8.00e4 sep. Width: 0.20
Height: 0,01 75004 Sep. Height: 0,01
Peak Ratio: 5.00 ) Exp. Peak Ratlo, 5.00 8.0004
£xp. Adj. Ratio: 4.00 7.00e4 Exp. Adj. Ratio: 4.00
Exp. Val. Ratio: 3.00 Exp. val. Ratio: 3.00
RT Window: 0.0 sec g_ 8.5004 RT Window: 0.0 L 5 7.00e4
Expectad RT: 4.06  min > 8.0084 Expected RT: 4,06 min >
Relative RT: No Z Usa Relative RT: No
g 5.5004 6.0004
Type: Base To Base £ 50004 Int. Type: Base To Base 3
ention Time: 4.01  min = " Retention Time; 4.00  ain =
369109 counts 4.50e4 Area: 342687  counts 5.00e4
113187 cpe Height: 124540 cps
3.50 ain 4.00e4 Start Time: 3.94  min
End Time: 4.25  min 3.5004 End Time: 4,20 min 4.00e4
3.0004 )
2.5004
2.00e4 2.00e4
1.5004
1.0084 1.0004
5000.00
0.00 0.00 T
2 4 2 4
Sampis Name: “S833814" Sample [D: "Cafibration Standard, 2.0 ng/mi" ; “110408A wifl* Sampie Name: "S533614"  Sample D: “Caliblation Standard, 2.0 nghnl”  File: "110408A wilf"
Peak Name: "PFOS”  Mass{es). "459.0/80.0 amu” Peak Name: “t3CPFOS(M+4}(IS)" Mass{ss): "503.0/80.0 amu’*
Coroment ™  Annotetion: ™ Comment ™  Annotation: ™
‘-«ple Index: 5 sample Index: s
ple Type: standard a0 Sample Type: standard 401
centration: 2.00 ng/aL Concentration: 1.00 ng/sL ’
culated Conc: 2.07 ng/mb Calculatad conc: N/A 12005*
,. Dates 11/4/2009 2.2e5 Acq. Date: 11/4/2009
Acq. Time: 4:38:14 PH Acq. Time €:18:14 PM 1065
1.10¢!
Hodified, o 2.005 Hodified: No
Rrac. Algorithm: Analyst Classic . Proc. Algorithm:; Analyst Clasaic 1 0085
\ching Pactor: 1 Bunching Factox 1
se Threshold: 15.73  cps 1885 Noise Threshold: 140.21 cps
‘2 Threshol 78.65  cps o Area Thrashold: 701.07 cpa .
smooths: 1 Num. Smooths: 1 00e4
Sep. Width: 0,10 sep. Width, 0.20
Sep. Height: 0.01 1885 Sep. Heighr: 5.01
Exp. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 8.00e4
4.00 Exp. Adj. Ratfo: 4.00
3.00 1.405 Exp. Val. Ratto: 3.00
30,0 sec L RT Windaw: 30.0 sec 3 7 0004
4.06  min a Expawcted RT: 4.06  min 4
No 125 Use Relative RT: No §~
H 6.00e4
int. Type: Base To Base £ Int. Type: Baze To Base £
Retention Time: 4.01  ain = 1085 Ratention Time: 4.01  min
Araa: 747914 counts Arsa: 338050  counta 5 0Ce4
“ghes 235561 cps Height: 123612 cps
wt Time: 3.91  win 8.0a4 start Time: 3.95 min
1 Time: 4,29  min End Time: 4.21 wia 40004
6084 3.0004
4 a4 2.0004
2004 100e4
0.0 T
2 4

Jims. mio

W Sampls Name: "SS33613°  Sample ID: "Calibration Standard, 5.0 ng/mL"

Posk Rwme: "PFOS™  Mass{es): "498 /80.0 amy”

Fite, “1 10408A witf"

Sample Name. "5933613  Sample D, "Cabration Standard, 5.0 ng/mi-
Peak Name: *13CPFOS(M+4XIS)" Mass{ss): “503 0/80.0 ™

Page 2 of 6

Comment ™ Annotation: ™ Cormment = Annotstion. =
<ple Index: 6 sample Index: s
ple Type: standard 100 sampie Type standard 200
Concentration: 5.00 ng/aL Concentration: 1. 00 ng/al
Calculated Conc: 4,93 ng/al Calculated Conc: N/A
AcqQ. Date: 11/4/200% 5.085 Acq. Date: 11/4/2009 1 1005
Acq. Time: 4:49:09 P Acqg. Tiae: 4:49:09 PM
HEted; No 4505 Modified: No 10003
se. Algorithm: Analyst Classic Proc. Algariths: Analyat Classic
iching Pactor: 1 Bunching Factor: 1
noise Threshold: 15,73 cps 4.085 Nolee Threshold: 140.21 cps 9 00e4
Area Threshold:  78.65  cpa Area Thrashold( 701.67  cps
Num, Swooths: 1 Num. Smooths: 1
Sep. Width: 0.20 Sep. Width: 0,20 8.0004
Height: 0.01 3585 gep. Height: 0.90%1
s, Peak Ratio: 5.00 Exp. Peak Ratto: 5.00
). Ad3. Ratio: 4.00 Exp. Adj. Ratilo: 4.00 7 0Ded
». val. Rratio: 3.00 Exp. Val. Ratio: 100
Window: 30.0 sec 8 3005 RT Window: 30.0 sec 3
Expected AT: 4.06  ain 3 Expectad RT: 4.06  win > 6.0084
Use Relative RT: No Use Relative RT: Na 2z
2505 g
sr Types Base To Base 2 Int. Type: Bame To 8Base 8
ention Time: 4.00  =in = Retent{on Time: 4,06  min = 5.00e4
‘a: 1751107  counts Area; 132437 counts
ght: 539144 cps 2008 Height: 119161  cps
re Time: 3.90  min Start Time; 3.94 min 4 00ed
End Time: 4.23  min End Time: 4.21  min
1.505
3.00a4
1 085 2.0004
5084 1.0084
k
0.0 T " 0.00
2 4
2
Jima. i Time, o0
v 7 Research, Inc.




alyst Version: 1.4.2 MPI Study: L19346
rinting Time: 8:30:30 AM MPI Set No.: 110409A
'rinting Date: Thursday, November 05, 2009

Operator:
Instrument No.:

Mark Neeley
LC/MS/MS #9

Sampls Name. "Methanol Wash”  Sample ID: "Methanol Wash™  Fiie: *110408A wilr™
Dpak Name: "PFOS™  Mass{es). “499.0/80.0 amu”

Commant ™  Annotation:
Sample Index: 7
sample Type: Solvent
Concentration: 0.00 ng/mL 130
~=Yculated Conc: n/A
3. Date: 11/4/2009
1. Timm: 5.00:06 PM 120
Vified: No 10
100
90
B0
§ 70
§ 60
£
50
40
30
20
10
0

2 4

Swmple Name: “Methanol Wash™
Peak Name: "13CPFOS{M+AXIS)"  Mass(es). "503.0080.0 ames”

Comment ™ Annotation:
sample Index; 7
Sample Type: solvent
Concentration: 1.00 ng/mL
Calculated Conc: N/A
Acqg. Date: 11/4/2009

Acqg. Time:

Moditied:

5:00:06 PM

Ro

Intensity, cps

150'1
140
130
120
1o
100

%0

70

80

i0.28

Semple i0: "Methanol Wash™  Fite. "110400A. will”

537

Sampls Name: "Methanol Waan Sample 10 "Methenol Wash®  File: "1 10409A.will"
Poak Name: “PFOS"  Mses{os). "499.0/80.0 armu™
Comment ™ tation: ™

IC

Sarple Name: "Methanol Wesh™

Sample ID; "Methanol Wesh™
Pesk Name: "13CPFOS(M+4}ISY"  Maes(es). “502.0/80.0 amu”
omment. ™ Annotation: ™

T rrT v vre
Fite: “110400A witf"

~.aple Index: 3ample Index: [
wple Type: solvent 489 sample Type: solvent 538
\centration: ©.00 ng/al ’ Concentration; 1,00 ng/mL ’
lculated Concs N/A 180 calculated Conc: R/A 130
;. Date: 11/4/2009 Acq. Date; 13/4/2009
Acg. Time: 5:11:01 PM 170 Acg. Time. 5:11:01 PH 120
Modit fed: Yes 160 Modified, Yes
110
150
140 100
130
%0
120 4.24
110 360 80
"
& 100 & 7
z z
g EY
z a0 E 50
70 50
60
40
50
40 3.48] 0
30
2. 20
20
008 170 290 10
10 L
0 b ik ol
2
Q0L
W Samgis Name: "Control-  Sampie iD: "MC4314 Desr Muscle Control”  File: 110400A will™ Sampis Neme. “Control”  Ssmpls ID: "MC4314 Deer Muscis Control” Fite: "1 104094 wift"
Peak Name. "PFOS"  Mess{es). "469.0/80.0 amu™ Peak Name. “13CPFOS{M+4}1S)  Mass(es): "503 0/60.0 amv”
Comment ™  Annotation; ™ Comment ™ Annotation. ™
ple Index: s sample Index: 3
ple Type: Unknown 400 sanple Type: Unknawn 400
" “uncentration: N/A 700 Concentration: 1.00 ng/mL 1.0565 4
. calculated Conc: < 0 calculated Conc: /A
, hcqg. Date: 11/4/2009 850 Acg. Date: 11/4/2009 100e5
| Acq. Time: 5:21:55 PN 432 Acq. Time: 5121:55 PH
95084
iltied: No 540 Moditied: ¥o 5.0004
oc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Clasaic !
qching Factor: 1 Bunching Factor: 1 85084
, ~uise Threshold: 15.73 cpm 550 Noige Threshold: 140 .31 cps
?A‘“ Threshold: 78.65 cpy Area Threshold: 701.07 cps 8 DDe4.
| Num. Zwooths: 1 Num. Smooths: b3
Sep. wWidth: 0.20 so0 Sep. Width: 0.20 7 5004
. Height: 0.01 Sep. Height: 0.01 7 00wd
t 0. Peak Ratio: 5.00 450 Exp. Peak Ratio: 5.00
5. Ad}. Ratio: 4.00 Exp. Adj. Retio: 4.00 6.5084
| 5. val. Ratto: 3.00 Exp. Val. Ratio: 3.00
. windawr 30.0 sec & 400 RT Window: 30.0  sac @ 8.00e4
Expectad RT: 4.06 win 2 Expected RT: 4.06 min 3 5
Use Ralative RT: No §~ 350 Use Relative RT: No g 55004
8 £ 5.00e4
Ter. Type: valley 2 Int. Type: Base To Base L
cention Time: 4.00  min = 300 Retencion Time: 4.00 min = 45084
et 2080  counts Area: 301876  counts 4008
1ght: 671  cps Height 110051 cps 4
are Time: 3.88  min 2500.28 start Time: 3,95  win 15004
tnd Time: 4.99  min Znd Time: 4.20  ain Al
W0 3 00e4
2.5004
150
a7 2.00e4
~ 487
100 508 822 750 1.5004
768 1.00e4
50 354, *
5000.00
PR LV WA T . asishy o
2 4 [ 8 2 4 [ L]
Time, o Limns.. mn
I [ Research, Inc.
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?rinting Time:
>rinting Date:

vroc. Algorithm:
Bunching Factor:
Noise Threshold:
Area Threshold:

alyst Version: 1.4.2

Thursday,

8:30:30 AM

November 05,

MPI Study: L19346

MPI Set No.:

2009

110409A

Operator:
Instrument No.:

Mark Neeley

LC/MS/MS #9

Sampre Name, LGS A- Sampis 10, "MCA314 Gear Muscle Spike A, 10 ngymt.”

Peak Name: "PFOS"  Msas{es) "498.0/80.0 amw”
Annotation:

10
ac
10.0 ng/aL
8,8 ng/al
j. Date: 11/4/2009
|- Time: 5132:51 PM
HEted:

No
Analyst Classic

1
15,73 cps
78.65  cps

' 1
). ©.20
. Heightr 0.01
1. Peak Ratio: 5.00
9. Adj. Ratio: 4.00
Exp. Val. Ratiot 3.00
RT Window: 10.0 sec
Expacted RT: 4.06 min
* * Relative RT: o

Base To Base
4.00  min

. Type:
ention Time,

Intensity, cps

Ity 182837  counts
Height: 57247 cps
start Time: 3.31  min
£nd Time: 4.20  min

5.5ed 4

5.0e4

4 5ed

4.004

3.5¢4

1084

5000.0

Ty
Fite: " 1104004 wilf"

4.00

I Sarpls Name: "LCS A

2

- SRR .. }
Ssrmpie Nume: "LCS B*  Sampite 1D "MC4314 Deer Muscls Spika B, 50 ng/ml* Fite: "1 10409A wiff*

Pesk Name: “PFOS"  Mass{es). “490.0/80.0 anw”
Commant: ™  Annotation: ™

Sample Index: 11
ple Type: Qe
centration: 50.0 ng/oL
culated Conc: 45 .4 ng/mlL
Date: 11/4/2009
Avy. Time: 5c43:51 PM
Modified:

No
Proc. Algorithm: Analyst Classic

~p. Wideh
sep. Height:

Exp. Peak Ratio:
Exp. Adj. Ratio:

.ching Factor:

se Threshold:

a Threshold:
Smooths

1
15.73  cps
76.65  cps

. 00
Wi 0.0 sec
o 06 min

ZeaOLAMNO O
°
3

o

Intensity, cps

Int. Type: Exponential Skim
Retention Time: 4.00  =in
Area: 852146  counts
Hmight: 265770 cps
rT Time: 1.85  min
Time: 4.10  min

0

otetion:
Saeple Indax: 10
Sample Type: Q¢
Concentration: 1.00 ng/mL
Calculated Conc: N/A
Rcg. Date: 11/4/200%
Acq. Tiae: 5:32:53 PM
Modified: No
Proc. Algorithm: Analyst Clamsic
Bunching Factor: 1
Roise Threshold; 140.21 cpa
Area Threshold; 701.07 cps
Bum. Smooth( 1
dep. Width: 0.10
Sep. Height: ¢.01
Exp. Pesk Ratio: 5.00
Exp. Adj. Ratio: 4.00
Exp. Val. Ratio; 3.00
RT Window: 30.0 BeC
Expected RT: 4.06  min
Use Relative RT: No
Inc. Type: Base To Base
Retention Time: 4.00  min
Aroa; 381538  counts
Helght 137789 cps
start Time: 3.94  win
End Time: 4.20  win

Sample I1D; "MC4314 Dewr Muscle Spike A, 10 ng/mi™
Peak Name: "13CPFOS(M+4)IS)" Msas(es): “503.0/80.0 amas”
Comment fon:

intensity, cps

1.2a5

1245

1.1e5

9.004

8.0e4

7.004

6004

5.0e4

4 Oed

J.0e4

2.004

1.004

0.0 T

2 a

samplae Index: 1
4.00 Sample Type: QT
2865 Concentration: 1.00 ng/el
calculated Conc: N/A
Acgq. Datey 11/4/2009
2495 Acg. Tima; 5,43:151 PM
Modified: ¥o
22e5 Proc. Algorithm: Analyst Classic
Bunching Pactor: 1
2.0e8 Noise Threshold: 140,21 <ps
Area Threshold: 701.07 cps
Num. Smoothws: 1
sep. Width: 0.20
Sep. Height: 0.01
Exp. Peak Ratio: s.00
1 6es Exp. Ad). Ratie: 4.00
Exp. Val. Ratio: 3.00
RT Window: 30.0 aac
1.468 Expected RT: 4.06 min
tUse Relative RT: No
1.205 Int. Type: Base To Base
Retention Time: 4,00  ain
Aran: 350892  counts
1088 Height: 129505 cpw
Start Tima: 3.94  ain
8064 End Time: 4.18  ain
6.0ed
4.0e4
2084
00
2 4 &

intensity, cps

— SRV . N,
Sample Name: "LCS B”  Semple ID: “MC4314 Doer Muscle Spike B, 50 ng/mL”  File: "110408A. witf
Peak Name: "1ICPFOS{M+4XIS]"  Mass{es): "503.0/80.0 smw”
Comment. ™~ Annctstion: ™

12005

1.10e5

100e5

8.00e4

7.00u4

6.00e4

5 00e4

3.00w4

20004

1.0004

Q.00

2 4

]

- Lims.
B Sample Name: "L19346-3 SpkC Sample (D:'Dosr & 7 3.5 y7 male-muscle Spike G, 50 ng/mi Filo: ~110400A wifF

‘ewk Name: "PFOS"  Mass{ss): "409 0/80.0 amu”

T
Sarnple Name: "L19346-3 Spk C~ Sampie ID. “Daes #7 3.5 y1 make-muscls Spike C, 50 ngimLs Fite: *1 10400 wir-
Poak Name: “13CPFOSIM+4){(I5)* Mass{es) "503.0/80.0 amu”

tomiment ™ Annctation. = Comwment ™ Annatation:
ple Index: 12 sample Index: 1z
ple Type: Qc 400 Sample Type: oc 4.00
<.acentration: 50.0 ng/xL Concentration: 1,00 ng/aL
Talculated Conc: 140, ng/mL Calculated Conc: N/A
7 5e5 110e5
Acq. Date: 11/4/2009 Acq. Date: 131/4/2009
ACq. Time: 5:54:98 PH ACq. Time: 5:54:48 PH 1.0505
7 Oe5
ified: No Modified, No 1.0005
¢. Algorithm:; Analyst Classic 6.5¢5 Proc. Algorithm: Analyat Classic 9.50e4
ching Facto 1 Bunching Factor: 1
se Threshol .73 cps 6 005 Noise Threshold: 140,21 cpe 9 Oed
area Threshold: 7a.65  cps & Arsa Threshold: 701.07  cpa 8 50n4
Yus. Smooths: 1 Hum. Smooths: 1
Sep. wWidth: .20 5565 Sep. Widt 0.20 8.00e4
Scn. Hetght, 0.01 Sep. Height: 0.01
Peak Ratlo: 5.00 5085 gxp. Peak Ratio: 5. 00 7 50e4
Ad}. Ratio: 4.00 Exp. Adj. Ratio: 4.00 7.00e4
val. Ratio: 1.00 565 Exp. Val, Ratio: 3.00
#indow; 0.0 sec g 4 RT Window: 30.0 sac % 8.5084
uxpected RT: 4.06 min > Expected RT: 4.06  min  6.00
Jae Relative RT: No g 4.0e5 Use Relative RT: No g
5.5084
nt. Type: Exponential Skim & Int. Type: Base To Base k3
tion TH 4.00 i £ 355 fon s € 50004
ancion Time: . min Retention Time: 4.00  wmin = 5
5 24663158 counts Are 130184
jhe: 793757  cps 3.0e5 H:i;;:t: 117834 Cg::u 45004
Tt Time: 3.88  ain Start Time: 3.95  min 4.0004
g Tims: 4.18  ain 255 End Time; 4.30  =in 25084
2.0e5 3.00e4
2.5004
1 565 2004
1.008 1 5004
1 00ed
R 5.0e4
¢ 5000.00
0.0 7 B T 0.00
2 4
Lime, men Time, mn

Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19346
rinting Time: 8:30:30 AM MPI Set No.: 1104094
rinting Date: Thursday, November 05, 2009

Operator: Mark Neeley
Instrument No.: LC/MS/MS #9

Sample Name: “L193468-1 Spk " Sample iD: "Deer # 80.5 yr famale-muscle Spike D,?O npgiml”  File: "110409A wift"
Sesk Name: "PFOS*  Maas(es): "499.0/30.0 amns”
Somment "™ Annotsion: =

Sampte Namm: 103461 Spk - Sampls 1D: "Deer # 8 0.5 yr female-muscle Spike D. 50 ng/mi.”  File:
Pask Name: “1ACPFOS(M+4XISY  Mass{es). "503.0/80.0 am™
Comment ™ Annotation: ™

sample Index: 13 Sample Index: 13
ssmple Type: Qc 100 Sample Type: Qc 4.00
concentratiaons 50.0 ng/mL Concentration: 1.00 ng/ab
~alculated Conc: 58.2 ng/mL 2105 Calculated Conc: N/A
i{. Date: 11/4/2009% - Acq. Date: 11/4/2009 7.504
1. Time: 6:05,45 PM 2085 Acqg. Time: 6:05:45 PM
7.0a4
litied: No 1.965 Modified: No
broc. Algorithm: Analyst Classic 1865 Proc. Algorithm: Analyst Classic 6 5ad
Bunching Factor: 1 : Bunching Factor: 1 g
Noise Threshold: 15.73  cps 1.7¢5 Noise Threshold: 140.31  cpe
Area Threshold: 78.65 cps Area Threshold: 701.07 cps 6.0u4
.. Swooths: b3 1.8e5 Num. Swmooths: 1
>, Width: 0.20 505 Sep. Width: o.20 5504
v, Height: 0.01 ! Sep. Height: 0.01
). Peak Ratio: 5.00 1465 Exp. Psak Ratio: 5.00 5004
“~p. Ad}. Ratio: 4.00 Exp. Adj. Ratioc: 4. 00 .
Exp. Val. Ratio: 3.00 13¢5 Exp. Val. Ratior 3.00
RT Window: 0.0 sec § 1.2¢8 RT Window: 10.0 sec § 4.504
Expacted R 4.06 min AR Expected RT: 4.06 ain a3
~ Relative RT: No ? 1.1e5 Use Ralative RT: Ho E 404
. Type: Base To Base £ 10e5 Int. Typer Base To Base g 3504
.ention Tima: 4.00 min = Retention Time: 4.00  win
181 710987  counts 9.0e4 Area: 220483 counts
Helight : 227682 cps 8 0ed Height #2518 cps 3.0e4
start Tiae: 3.90  win atart Time: 3.90  min
ind Time: 4.326 min 7.084 Bnd Time: .21 min 2.5¢4
6.0wd
2.0e4
5.004
4.004 1.504
3004 1.004
2.004
1.084 5000.0
0.0 T 0.0
2 8 8 2 4 L]
T eerry TTr e I v O Ty Trry Tins..i0.
Samete Name "L19346.3-  Sample 1D: "Deer #7 3.5y male-muscie™  File: ~1 10400A. wff” Sampis Name: "L19348-3"  Sample ID: "Deer #7 3.5 yr male-muscle”  Fite: "110408A. wiT
' Peak Neme. "PFOS*  Mass{es). "499 080 0 smu™ Peak Name. "13CPFOS(M+4)IS)" Mass{es) "503.0/80.0 armu*
Cormant ™ Annotation: ™ Commaent ™ Annotation. '
sample Index: 14 gample Index: 14
ple Type: Unknown 400 Sample Type: Unknown 199
centration: /A 5.008 Concentration; 1.00 ng/mL
culated Conc: as.7 ng/mL calculated Conc: N/A
i. Date: 11/4/2009 Acq. Date: 11/4/2009 1 10054
aug. Time: §:16:42 PHM Acq. Time: 6:16:42 PM
4 565
Hodified: No Modified: Na
Proc. Algoritha: Analyst Classic Proc. Algorithm: Analyst Clausic 1.00e5
\ching Fector: 1 Bunching Factor: 1
se Threshold: 15,73 cps 4085 Noise Threshold: 140.21  cps
a Threshold: 78.45  cpa Ares Threashold: 701.07  cps 9.0004
gwootha: 1 Num, $mooths: 1
Lep. Width: 0.20 3565 sep. Width: 0.20
Sep. Height: 0.0t Sep. Height: o.01 8 00n4
Exp. Peak Ratio: 5.00 Exp. Peak Ratior 5.00
Bxp. Ady. Racio: 4.00 Exp. Ady. Ratio: 1.00
«. val. Ratio: 3.00 3.085 Exp. Val. Ratios 3.00 7 0004
Window: 30.0 rac 3 RT Window: 0.0 sec &
ected RT: 4.06 win y Expected RT: 4.06  min ]
¢+ Relative RT: No i 2.5e5 Use Relative RT: No § B8.00e4
int. Type: Base To Base Z Int, Type: Base To Base =
Retention Time: 4.00  ain Retantion Time: 3.99  win = 50084
Area: 1572915  counts 2.085 Area: 332029 counts
v ight: 527880 Cpa Height, 120747 cps
1ee Time: 3.83  ain Start Time: 1.94  min 4.0004
P Time: 4.41  win End Time: 418 min
1.50%
3.00e4
1.065
2.00e4
506 1.00e4
XY 0.00
2 [} 8 2 L]
I 2 Jice mo,
Fho: ~110408A wifl"

B Sarnple Name: ".19346-3 Dup™

Sample [D: "Deer #7 3.5 yr male-muscle Dupbcate”™

Zeak Name: "PFOS™  Mass{es): “405 0/80.0 amu”

Sample Narne. “LEMB—J Dup®  Sample 1D "Desr # 7 3.5 yr male-muscle Duplicats”
Paask Nams: "IJCPFO‘S(M'N)US)" Mazs({es). “503 0/80.0 armu™

Fite: "110400A wiff"

Somment ™ Annotation: T Comment ™  Annotation
wle Index: s sample Index: 15
ple Type: Unknown sawple Type: unknown 400
concentration: N/A Concentration: 1.00 ng/mL 1 0565 !
calculated Conc: 92.5 ng/mu Calculated Conc N/A
Acq. Date: 11/4/200% Acqg. Dat 11/4/2009 1 0085
Acg. Tiwe: 6:27:39 PH 4505 Acg. Time 6:27:35 PW
95004
15 Led: No Moditied: No
. Algorithm: Analyst Classsc Proc. Algorithm: Analyat Classic 9.0084
wching Factor: 1 4.005 Bunching Factor: 1 8.5084
. ..se Threshold: 15.73 cps Noise Threshold: 140.21 cps -
Area Threshold: 78.85  cps Araa Threshold: 701.07  cpas 80004
Num, Smooths: 1 3505 Nus . Smooths: 1
Sep. Width: 0.20 e Sep. Width: 0.20 7 5004
~ 5. Height: 0.01 Sep. Height: 0,01
Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 7 00e4
Adj. Ratia: 4.00 3085 £xp. Ad}. Ratio: 4.00 8 5064
val. Ratio: 3.00 Exp. Val. Ratio: 3.00
Window: 0.0 sec 2 RT Window: 30.0 sec @ §00ed
kxpected RT: 4,06 =in 3 Expected RT: 4.06  win g
Use Relative RT: No Z  25e5 Use Relative RT: No g 5 5004
4
Int. Type: Exponential Skim § Int. Type: Base To Base £ 5 00u4
ention Time: 4.00 ain - Retentlon Time: 4.00  ain = 450e4
-as 1534874  counts 2.005 Area: 310563 counts
ght: 509229 cps Height: 112842 cpm 40004
It Times 3.87  min start Time: 3.90  win
ond Time: 417 min 1 Ses Bnd Time: 420 win 3.5004
3.0084
25004
1.0e8
2.00e4
1.5084
5.0e4 1.0084
5000.00
0.0 T Y T 2.00 T
2 4 ] 8 2 4 L]
Tins. 000, Time. min
Research, Inc.
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1lyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
rinting Time: 8:30:30 AM MPI Set No.: 110409A Instrument No.: LC/MS/MS #9
rinting Date: Thursday, November 05, 2009
Sample Name: "L 10348-1°  Ssmple ID: "Deer #6 0.5 y7 feraie-musche®  File: "1 10400A wiff” Sample Name: "L19348-1"  Sample 1D: "Deer # 6 0.5 y1 famele-muscie”  File “110400A witf"
eak, "PFOS™  Mass(es) "499.0/80.0 amu” Pusk Name: "13ICPFOS(M+4X1S)"  Mass(es). "503.0v80.0 amu”
otation: ™ Comment ™ Annatation ™
16 sample Index: 16
Unknown £00 Sample Type: Unknown 199
N/A 5.004 Concentration: 1.00 ng/ml
~ 'culated Conc: 13.8 ng/aL Calculated Conc: N/A 9.00d
(. Date: 11/4/200% Acg. Date: 11/4/2009
. Time: 6:38:37 PR 5 54 Acq. Time: 6:38:37 P 6.504
Ufied: No Modified: No 8.0e4
Proc. Algorithm: Analyst Classic 5004 Proc. Algorithe: Analyst Classic
Bunching Pactor: 1 Bunching Factor: 1 7.5e4
Noise Threshold: 15.71  cps Noiss Threshold: 140.21  cps
Area Threshold: 78.6%  cpa 4.504 Threshold: 701.07 cps 7.004
Sacothm: 1 Smooths: 1
s, Width; 0,30 Width: 0.20 6.504
', Height: 0.01 Height 0.0%
Peak Ratio: 5.00 4004 Peak Ratio: 5.00 6.004
sxp. Ad). Ratio: 4.00 Ad3. Ratio: 4.00
Exp. Val. Ratio: 3.00 35041 val. Ratios 3.00 5.504
RT wWindow: 30.0 sec § : RT Window: 36.0 nec 5
Expected RT: 14.06 =min > Expected RT: 4.06 min > 5.0e4
Relative RT: ¥o § 2004 Usa Relative RT: Ho §- 4 5ed
Type: Exponential gkim £ Int, Type: Base To Base 2
ention Time: 4.00  win = s Retention Time: 3.9%  win 4.004
183224 counts o4 Area: 251519 counts
62651 cps Height: 53080 cps 3.504
3.84 min . Start Time: 1.4 min
End Time: 4,10 min 2.0e4 2nd Time: 4.18  wmin 3.004
2.904
1.504
2.084
1084 1.564
1.0e4
5000.0
5000.0
0.0 T 00 ™ -
2 4 8 L] 2 + 8
o — —— im0
Sample Namw: "L13346-1 Dup™  Semple ID: "Deer # 6 0.5 yr femsle-muscle Duplicates™  File: “110408A witf" Semple Name: "L18346-1 Dup” Semple [0: "Deer # 6 0.5 y7 famaie-muscle Dupicate”™  File: "110400A wril™
Penk Name: "PFOS™  Mass{es): “499.0/80 0 amu” Peak Name: “13ICPFOS(M+ANIS]"  Mass{es) "503.0/80.0 smw”
Comment ™  Annctation: ™ Commant ~  Annotation; =
~-mple Index: 17 Sample Index: 17
ple Type: Unknown .00 sample Type: unknown 190
centration, N/N Concentration: 1.00 ng/mlL
culated Conc: 12,0 ng/mL 5004 | calculated Conc: u/A 8.504
Date: 11/4/2009 Acq. Date: 11/4/2009
Acq. Time: 6:49:35 PM Acq. Time: 6:49:35 PM 8.0e4
4.5e4
HOdified: No Modified: Ho 7.504
eraoc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic
ching Pactor: 1 Bunching Factor: 1 7 Oed
ss Threshald: 15.73  cpm 4.004 Noise Threshold: 140.31  cps
a Threshold: 78.65  cps Area Threshold: 701.07 cps 6.5e4
«. Smooths: 1 Num. Smooths: 1
sep., Width: 0.20 Sep. Width: 0.20
Sep. Helght, 0.01 3504 Sep. Height: 0,01 6.0e4
Exp. Peak Racios 5.00 Exp. Peak Ratio: 5.00 5.5¢4
4.00 Exp. Ad). Ratlo: 4.00 )
1.00 J.0ed Exp. Val. Ratio: 3.00
0.0 ELT+ § AT Window: 30.0 sec §' 5.0ed
4.06 wip ] Expected X 4.06  min ¥
no g 2504 Use Relative RT: No ? 4.504
Int. Type: Exponantial Skim £ Int. Type: Base To Base 3 4004
Retention Time: 4.00 =min - Retantion Time: 1.%% win
Area: 153804 countw 2.004 Area: 237149 counts 3504
‘ght s 52465 cps Height 28005 cps
re Time: 3.9 win start Time: 3.82 ain 106t
LT 4.11 min End Time: 4.20 ain
1.504 2504
2.0e4
1.0e4
1504
5000.0 1.0041
5000.0
0.0 v 0.0 -4~
2 4 3 5 2 4 )
— S Time oo Jina, i
W Sample Name: "SS33615"  Sample 10: "CCV. 1.0 ng/mL™  File. -1 10409A. wiff" Sample Name: “5533815°  Sampte ID:"CCV, 1 O ng/ml™  Fide. “11040DA wiff"
Seuk Nama: “PFOS"  Mass{es): "499 0/80.0 amu” Peak Nama: “13CPFOS(M+4)}IS)"  Mass(es): “502.0/80.0 am®
Somment T Annotaton: ™ Comment. ™ Annotation; ™
iple Index: 18 Sample Index: 1
ple Type Qc 199 Sample Type: Qoc 189
cancentration: 1.00 ng/eL Concentration; 1.00 ng/mL
Calculated Conc: 0.992 ng/mL Calculated Conc: N/R
Acg. Date: 11/4/200% 11085 Acq. Date: 11/4/2009 120e%
Acq. Time: 7:00:33 PM Acq. Time: 7:00:33 PM
ified: No 100e5 Modlfied: No 11005
. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic
.ching Pactor: 1 Bunching Facto. 1
wuise Threshold: 15.73  cps 9 00s4 Hoise Thrashol. 140.21  cps 10085
Ares Threshold: 78.69 cps Area Threshcld: 701.07 cps
Num. Smooths; 1 Num. Smooths: 1
sep. Width: 0.20 20084 Sep. Width: 0.20 9 0004
.. Heighc: 0.01 Sep, Height: 0.01
+. Paak Ratlo: 5.00 Exp. Peak Ratio: 5.00
.. Rdj. Ratio: 4.00 7 0064 Bxp. Adj. Rati 4.00 8.00e4
.. Val. Rattio: 3.00 Exp. Val, Ratio: 3.o00
wWindow: 30.0 wec RT Window: ic.0 aec
Expected RT: 4.06 min §_‘ Expected RT: 4.06 min § 7.00e4
Use Relative RT: No g 6.0004 Usa Relative RT. No g
er . Type: Base To Base £ Int. Type: Base To Base £ 60004
ention Time: 3.99  min = 5.00e4 Retentian Time: 3,99 wmin =
a: 369522 counts Area: 346418 counts S 00ud
ght : 116415 cpe Height: 127801 cps
re Time: 31.85  min 400e4 Start Time: 3,94 ain
End Time: 4.25  min £nd Time: 4 20  ain 4.00e4
3.0004
3.0004
2.0084 2.00e4
10084 1 00o4
t
oo 000
2 4 L1 8 2 4 ]
Lne min Jims, min
Research, Inc.
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RAW DATA REPORT~ ©

Sponsor Study No: NA Limit of Quantitation: 10 ng/g Set No: 110409AD
MP1 Study No: L19345 Injection Volume: 15 ub Analyst: Mark Neeley
Analyte: PFOS Matrix: Deer Muscle Instrument Type: LC/MS/MS Unit # 9
lons Monitored: 499 -> 80 Sample Weight 1.0¢ Extraction Date: 11/04/09
Site: NA Anatlyzed on: 11/05/09
Internal Internal Amount
Std. Std.  Aliquot  Dilution Standard Analyte  Analyte
MP| Research Sponsor Sample Sample Index Conc. Conc.  Factor Factor Peak Peak Found Added Recovery
iD 1] Code No. (ng/mL}{ng/mL) (AF) {DF} Area Area (ng/g) (rg/g) (%)
5533618 - cs 1 0.100 1.0 - - 3709 326346 - - -
$533617 - cs 2 0.200 1.0 - - 71080 310927 . - -
5533616 - cs 3 0.500 1.0 172764 318796 - . -
5533615 . s 4 1.00 1.0 344831 319636 - - .
5533614 - s 5 2.00 1.0 - 702604 319828 . - -
$533613 . cs 6 5.00 1.0 - 1728169 318164 - - -
Methanot Wash - w 7 315 4] - - -
Methanol Wash - w 3 - . - - 198 ] . -
L19346-3 5pk C . Deer #7 3.5 yr male-muscle Spike C S 9 - 1.0 20 10 243599 345013 128 50 79
5533615 - ccv 10 1.00 1.0 - 365129 333224 1.00 1.0 100

Analyte Found (ng/g) = ({((analyte peak area/IS peak area) - intercept) / slope) x IS conc.) x AF x DF/Sample weight

Recovery (%) = [Anatyte found (ng/g)-Analyte found in control {ng/g)] x 100
amount Analyte added (ng/g)

€S = Calibration standard LF = Lab fortified sample

CCV = Continuing Calibration Verification FF = Field fortified sample

C = Control sample LCS = Laboratory Control Spike
5 = Sample

Standard Curve © Linear (1/x weighted)
Intercept = 0.00598
Slope = 1.09
Coef. Of Det. = 100000

W = Methanol Wash
ND = Not detected = Response between 0 and LOD
NQ = Not quantifiable = Response between LOD and LOQ

Spreadsheet prepared by: MOp /¢ ~&-¢f




alyst Version: 1.4.2 MPI Study: L19%346 Operator: Mark Neeley
‘rinting Time: 2:00:54 PM MPI Set No.: 110403AD Instrument No.: LC/MS/MS #9
'rinting Date: Thursday, November 05, 2009
v M -5
'ojeﬂYc1wp5556\mdrive\PE SCIEX DATA\Projects\P5195 Batch:09_110409AD Muscle Tab:Sample Set:SET1 AcgMethod:P5195_1(
Sart®

Sample Name Sample ID | P;'s';'io Al Data File
'$533618 Calibration Standard, 0.1 ng/mL 1 09_110409AD\110409AD
- :8833617 Calibration Standard, 0.2 ng/mL. 2 09_110409AD\110409AD
3 SS33616 Calibration Standard, 0.5 ng/mL 3 09_110409AD\110409AD
. 1SS33615 Calibration Standard, 1.0 ng/mL o 4 09_110409AD\110409AD
o 5S33614 Calibration Standard, 2.0 ng/mi ” 5 09_110409AD\110409AD
6 SS33613 Calibration Standard, 5.0 ng/mL 6 09_110409AD\110409AD
" Methanol Wash Methanol Wash 91 09_110409AD\110409AD
s |MethanolWash  Methanol Wash o o 91 09_110409AD\110409AD
9 L19346-3SpkC ' Deer #7 3.5 yr male-muscle Spike C, 50 ng/mL, DF=50" 90 09_110409AD\110409AD
0 [SS33615 CCV, 1.0 ng/mi. [l 09_110409AD\110409AD

2

PI Research, Inc.

Page 1 of 1



LC/MS/MS SYSTEM AND OPERATING CONDITIONS
Protocol No: NA MPI Study No: 1.19346

Instrument: AB API 4000 Biomolecular Mass Analyzer, (LC/MS/MS #9)
SCIEX Turbo Ion Spray Liquid Introduction Interface
Turbo lon spray temperature = 450 °C

Computer: Dell OptiPlex GX 110
Software: PE Sciex Analyst 1.4
HPLC Equipment: Hewlett Packard (HP) Series 1100
HP Quat Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Phenomenex Luna C8 (2) Mercury, 2cm x 4mm, 3 pm (ExyLIMS ID:
MA0052622)

Column Temperature: 35°C
Mobile Phase (A): 2 mM Ammonium Acetate in Water (ExyLIMS ID: SL0045925)
Mobile Phase (B): Methanol (ExyLIMS ID: RE0047880)

Injected Volume: 15 pL
Time (min) % A %B Flow Rate
(pL/min)
0.0 90 10 750
0.5 90 10 750
2.0 10 90 750
5.0 10 90 750
5.1 0 100 750
6.0 0 100 750
6.1 90 10 750
10.0 90 10 750
Tons monitored:
Analyte Parent ion Daughter ion(s) Dwell (secs)
PFOA 413 369 0.200
PFOS ‘ 499 80 0.200
3C PFOA (m+2) 415 370 0.200
Internal Standard
BC PFOS (m+4) 503 - 80 0.200

Internal Standard

Analyst: Mark Neeley ~ "\7= 501
MPI Research, Inc.
3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814)231-1580

All Handwritten Peak ID’s by: g )i-4-1




alyst Version: 1.4.2
'rinting Time: 2:01:15 PM

'rinting Date: Thursday, November 05, 2009

MPI Study: L192346
MPI Set No.:

110409AD

Operator: Mark Neeley
Instrument No.: LC/MS/MS #9

MbE y-5-p9

ion Information:

. cquisition Method:

reated:

Last Modified:
oment
ynchronization Mode:

Auto-Fauilibration:

Acquisition Duration:
kamber Of Scans:
ericds In File:

Acquisition Module:

Software versian

I Source:

Step Size:

Ql Mass (arm) Q3 Mass (am)
413.00 369.00

Ql Mass (am1) Q3 Mass (amy)
415.00 370.00

Q1 Mass (amu) Q3 Mass (am)
499.00 80.00

Q3 Mass (am)
80.00

Dwell (msec)
200.00

Dwell (msec)
200.00

Dwell (msec)
200.00

Dwell (msec)
200.00

P5195_102909.dam
Thursday Octcoer 29

Friday Octcber 30 2009 10: 56: 20 MM

PFOA  FPFCS

IC Sync

Off

10minOsec

732

1

Acquisition Method
Aalyst 1.4.2

732
0.00 msec

MRM (MRM)
Negative
N/A

Turkbo Spray
Unit

Unit

0.00 cps
0.0000 msec
5.0070 msec

0.00 am

-32.00 -32.00
-18.00 -18.00
-13.20 -13.20

Parar Start Stoc

-32.00 -32.00
-18.00 -18.00
-13.20 -13.20

-83.00 -83.00
-88.00 -88.00
-6.00 -6.00

-83.00 -83.00
-88.00 -88.00

2009 09: 35: 12 AaM

IPI Research, Inc.

Page 1 of 3




‘:lyst Version: 1.4.2 MPI Study: L19346
rinting Time: 2:01:15 PM MPI Set No.: 110409AD

rinting Date: Thursday, November 05, 2009

Operator: Mark Neeley

Ingtrument No.:

LC/MS/MS #9

Mop! 1-5-0

XE -6.00 -6.00

arameter Table(Period 1 Experiment 1):

aD: 7.00
CR: 20.00
S1: 50.00

S2: 40.00
_8: -4500.00
TEM: 450.00
‘he: N

F -10.00

Agilent IC Pump Method Properties

ump Model : Agilent 1100 LC Quatermary Pump
linimm Pressure (psi): 0.0

sMaximum Pressure (psi): 5801.0

Compressibility: 100.0

xad Volure (ul): 40.0

troke Volume (yl) : -1.0

Maximm Flow Ramp (ml/min?) : 100.0

Maximm Pressure Ramp (psi/sec): 290.0

step Table:

Ster Total Time(min) Flow Rate(ul/min) A (%) B (%) C (%) D (%)
0 0.00 750 0.0 0.0 50.0 10.0
i 0.50 750 0.0 0.0 90.0 10.0
2 2.00 750 0.0 0.0 10.0 90.0
3 5.00 750 0.0 0.0 10.0 90.0
4 5.10 750 0.0 0.0 0.0 100.0
3 6.00 750 0.0 0.0 0.0 100.0
] 6.10 750 0.0 0.0 90.0 10.0
7 10.00 750 0.0 0.0 90.0 10.0
Primery Flow Rate (ul/min): 200.0

Flow Sensor Calibration Table Index: 0

Agilent Colum Oven Properties

Left Temperature (°C): . 35.00

Right Temperature (°C): 35.00

Temperature Tolerance +/- (°C): 1.00

Start Acquisition Tolerance +/- (°C): 0.50

Time Table (Not Used)

Colum Switching Valve Installed

Position for first sample in the batch: Left

Use same position for all samples in the batch

Agilent Putosampler Properties

Mutosampler Model: Agilent 1100 Wellplate Autcsampler

Syringe Size (il): 100

Injecticn Volume (ul): 15.00

Draw Speed (ul/min):  200.0

Eject Speed (pl/min): 200.0

Needle Level (mm): 0.00

Temperature Control Enabled

Setpoint (4 - 40 C): 4

Wash Location: Flush Port

Wash Time (1 - 999 sec): 10

Autaratic Delay Volume Reductian Not Used

TEH1

open
open
open
open

open

«

PI Research, Inc.

Page 2 of 3



ilyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
rinting Time: 2:01:16 PM MPI Set No.: 110409AD Instrument No.: LC/MS/MS #9
rinting Date: Thursday, November 05, 2009

oy H-5¢7

ation Time (sec): 2
ial/Well Bottom Sensing No
se Custam Injector Prograr No

PI Research, Inc.

Page 3 of 3



1lyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley
rinting Time: 8:43:43 AM MPI Set No.: 110403AD Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2009

Anpp -t 71

1 09_110409AD.rdb (PFOS): "Linear" Regression ("1/ x" weighting): y = 1.09 x + 0.00598 (r = 1.0000)

55
5.4

5.2-
5.0-
48
46
4.4
42
40
3.8

' 36-
3.4-
3.2-
3.0-
2.8

2.6 /

2.4+

Aiayte Alva s o5 Area

2.24

2.0

1.84

1.6

1.4

1.2+

1.0-

0.8 1

0.6 1

0.4+

0.2+

02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 .
Analyte Conc. /1S Conc.

|IPI Research, Inc.

Page 1 of 1



alyst Version:
rinting Time:
rinting Date:

1.4.2

Friday,

8:44:29 AM
November 06,

2009

MPI Study: L15346
MPI Set No.:

1104039AD

Operator:

Instrument No.:

Mark Neeley

LC/MS/MS #9

Sample Nume: "SS33818"  Sample 1D "Calibration Standard, 0.1 ngiml®  File: "110409AD . wifl™ Sample Name: 'g:umr Sample 10 "Calibretion Standard, 0.1 ngfmd” 110409A0 wiif”
Jomk “PFOS"  Mass(es): "4060.0v30.0 amus™ Peak Name: "13CPFOS{M+4XIS)"  Mass{es). "503.0/80.0 anws™
B Conp Annotation; = Comment ™ Annotstion: ™
samp¥ 1 Sample Index: 1
Sampk, Standard 102 sample Type: standard a2
concei Brs ¢ 2,100 ng/mb K Concentrations 1.00 ng/mL 1.105 I
culat: Conc: ©.0%92 ng/mL 1.05 Calculated Conc: H/A
1. Date: 11/5/2009 - Acq. Date: 11/s/200% 1.05¢38
1. Tiees 3:25:44 PM 1.00e4 Acq. Time: 3:25:44 PM 1.0085
nodified: No 9500.00 Modified: No 9.5004
Proc. Algorithm: Analyst Classic 9000.00 Proc. Algorithu: Analyst Classic
sunching Factor: 1 : Bunching Pactor: 1 9.00e4
Noise Threshold: 15.73  cps 8500.00 Noise Threshold: 140.21 cpe 8.5004
*a Threshold: 78.65 cps Area Threshold: 701.07 cps
». Smooths: 1 8000.00 Nua. Smooths: 1 8.00e4
2. Width: 0,20 7500.00 Sep. Width: 0.20
3. Height: 0.01 ) dep. Height: o. 01 7.5004
..p. Paak Ratio: 5.00 7000.00 Bxp. Peak Ratio: 5.00 7 0084
Bxp. Ad). Ratio: 1.00 Exp. Adj. Ratio: 4.00 .
Exp. Val. Ratio: 3.00 6500.00 Bxp. Val. Ratlo: 3.00 8.5004
RT Window, 0.0 sac RT Window: o.0 sec
~-pacted RT: 4.06  min §:’°°°'°° Expected RT: 4.06  win §‘ 8.00e4
® Relative RT: No ?5500_00 Use Relative RT: No ﬁ’ 5504
t. Type: To Base £ 5000 .00 Int. Type: Base To Rase é 5.0084
tention Time: 4.02  min 4500.00 Retention Time: 4.02  =in
Area: 37091 counts - Araa: 316346 counts 4.5084
Height: 11030 cps 4000.00 Haight : 112017 cps 40084
start Time: 3.92  min Start Time: 3.96 ain
#nd Timet 4.21 min 3500.00 Bnd Time: 4.24 min 3.50e4
3000.00 3.00e4
2500.00 2.50e4
2000.00 2.0084
1500.00 1 5084
1000.00 1 00e4
500.00 5000.00
5.47 8.717.29
0.00 0.00 b
4 8 3 2 4 8
s S wCTEY YT T Lime, o
Sampte Name: "S333617°  Ssmple [0, "Calibration Standard, 0.2 ng/mt." Sample Narme: "SS33617°  Sampis ID: "Cabbration Standard, 0.2 ng/mi.”  File: “110408AD wiff”
Peak Name: "PFOS*  Maas(os): “498.0/80.0 ar” Pagk Nams: “13CPFOS(M+4KI3)"  Mass(es) “503.0/80.0 amu”
Comment ™ Annotation. ™ Comwment ™ Annotstion. ™
mple Index: 2 Sample Index: 2
mple Type: Standard 401 Sample Typa: standard 402
smcentration: .200 ng/mL 21e4 . concentration: 1.00 ng/mL 1.05¢5
tleulated Conc: 0.208 ng/mL ) Calculated Conce N/A
neg. Dates 11/5/3009 2.004 Acq, Date: 11/5/2008 1.00e3
Rcq. Time: 1:36:38 PM Acg. Time: 3136:38 PM
a 1004 9 5004
Madifisd, Mo 1804 Hoditied, No 9 00e4
soc, Algorithm: Analyst Clamsic Proc. Algorithm: Analyst Classic
inching Pactor: 1 1764 Bunching Pactor: 1 8.5004
>ise Threshold: 15.73  cps Noise Threshold: 140.31  cps
ces Threshold:  78.65  cps 1604 Area Threshold: 701.07  cps B800e4
.um. Smooths: 1 Kum. Smoothe: 1 7 5004
sep. Width: o.z0 1 5e4 Sep. Width: 0.10
Sep. Haight: 0. 01 3 ded Sep. Height: 0.01 7.00e4
Exp. Peak Ratio: 5,00 Exp. Peak Ratio: s.00
xp. Ad Ratio: 4.00 1 3e4 Exp. Adj. Ratio: 4.00 8.50e4
p, atio: 1.00 gxp. Val. Ratio: 3.00
T W 30.0 mec ﬁ 1.204 RT Window 0.0 sec § 8.00e4
xpa( 4.06 min A Expected RT: 4.06 min ¥ 55004
ne RT: No g 1104 Use Relative RT, Ko g .
5.0004
Int. Type: Base To Base £ 100t Int. Type) Base To Base £
Retention Time: 4.01  min = 5000.0 Retention Time, 4.02  ain = 4504
nreay 71088 counts Area: 310927 counts
etght: 21632 cpa 8000.0 Helght: 106643  cps 4.00e4
rart Time: 3.87  win start Time: 3.95  min 50u4
nd Times 4,31 min 70000 End Time. 4.21  min 3
8000.0 3.00e4
50000 2.50e4
40000 2 00a4
3000.0 1 5004
2000.0 1.00e4
1000.0 5000.00
Q0 000
4 6 4 2 4 8
Time om0 i o0
Sample Name: "S533616"  Sample iD: "Calibration Stendard, 0.5 ng/mi"  Fite' "1 10400A0 witf"

Pesk Name: "PFOS"

Mass(es) "459.0/80.0 amw”™

Peak Name, "13CPFOS(M+4XIS"  Mses(es): "503.0/80.0 s

l Sample Name: “S533416”  Sampie [D: "Cakibration Standard, 0.5 ng/ml™  File' "1 10408AD wafl™

Comment ™ Annotstion: ™ Comment ™  Annotstion: ™
sample Index: ] Sample Index: 3
sample Type: standard a0t Sasple Type: standarxd A
Concentration: 0.500 ng/ml Concentration: 1.00 ng/ak 1.1085
calculsted Conc: 0.494 ng/mL 5.004 calculated Conc: N/A
Acq. Date: 11/5/2009 Acq. Date: 11/5/2009 1.05e8
icg. Time: 1:47:31 PN Acg. Time: 3:47:31 PM 1 00e8
4
todified: Ho 450 Modif fed: No 9.5084
Proc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Claasic
sunching Factor: 1 Bunching Factor: b 9.0004
Noise Threshold: 1573 cpe 4 Oed NHoime Threshold: 140.21 cpa 8
Area Threshold: TH.65 cpa Area Threshold: 701.07 cps S04
Num. Smooths, 1 Num. Smooths: 1 5 00w
Sep. Width, 0.20 3504 Sep. Width: 0.20
Sep. Height: 0.0} - Sep. Height: 0.01 7 5084
Exp. Peak Ratio: 5.00 Exp. Peak Ratio: 5 .00 7
Exp. Ad). Ratio: 4.00 Exp. Adj. Ratio: 4.00 00s4
£xp. val. Ratio: 3.00 3004 Exp. Val. Ratio: 3.00 & S0ed
RT Window: 10.0 sec - RT Window: 30.0 aec 3
Expected RT: 4.06 wmin & Expected RT: 4.06 min > 6.00e4
Use Relative RT: §o = Use Relative RT: No z
& 2504 g 55004
Int. Type: Base To Base 2 Int. Type: Bage To Base £ 50004
Retsntion Time: 4.00  min = Retention Time: 4.0t ain =
Area: 172764  counts 2084 Area: 118796  counts 4.5084
Height: 51813 cps Height: 112025  cps N
Start Time: 3.88  umin 3tart Tise: 3.95  ain 00e
End Tiwe: 4.18 min End Time: 4.20 win 35084
15e4
3 00e4
2.5004
1084 2
15084
5000 0 10084
i 5000.00
0.0 5 0.00
2 4
Tima, min Time, min
IPI Research, Inc.
A M
Fa'dh
Page 1 of 4
' it-b-z4
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1lyst Version:
rinting Time:
rinting Date:

1.4.2

Priday,

8:44:29 AM
November 06,

MPI Study: L19346

MPI Set No.:

2009

110405AD

Operator:

Instrument No.:

Mark Neeley
LC/MS/MS #9

Sample Name: "S533615" Sample ID: “Calitwation Standard, 1.0 ngiml.”  Fie:
eak Name: “PFOS"
B Comment ™  Anndt;

Mass{es). "489.0/80.0 mmw”
ation, =

: "110409AD wiff"

Sampis Name: “S533815°  Sampls ID: "Catibration Standard, 1.0 ng/mL™  Fils: “110408AD.wiff"
Peak Nama: “13CPFOS{M+4XIS)"  Mass(es) “503.0/80.0 srow”
Coi - o ™

Arnotation;
sample Index: 4 sample Index: 4
sample Type: Standard 401 Sample Type; Standard 40
Zoncentraticn: 1.00 ng/mL Concentration: 1.00 ng/mL
culatsd Conc: 0.968 ng/eab 9.504 Calculated Conct /A 1.00¢5
3. Data: 11/5/200% Acq. Date: 11/5/2009 A
1. Time: 1:58125 PM 9.0e4 Acq. Time: 3:58:25 PM 9.5004
wodifieds No 8.504 Modified: Ho 9.00e4
Proc. Algarithm: Analyst Classic 500k Broc. Algorithw: Analyst Classic -
Bunching Factor: 1 Bunching Factor: 1 8.50e4
Woise Threshold: 15.73  cps 7504 Noise Threshold: 140.21 cps s
'a Threshold: 78.65  cps : Area Threshold: 701,067  cpe 00e4
:' 3:3::.’?" ; 20 7084 ::; ::gg;?’: :: 20 75084
>. Height: 0.01 8504 Sep. Height, 0,01 7 00ed
3. Peak Ratio: 5.00 Fxp. Peak Ratin: 5.00
Exp. Adi. Ratlio: 4.00 8.004 EXp. cdz, Ratio: 4.00 8.50u4
Bxp. Val. Ratio: 3.00 2xp. Val. Ratio: 3.00
RT Window: 0.0 sec g Sses RT Window: 30,0 sec e 6.0004 .
~-pected RT: 4.06 ain 4 Expected RTs 4.06  min ¥ 5 5004
2 Relative RT: No §- 5.004 Use Relative RT: No § !
5.0024
t. Type: Base To Base 2 45« Int. Type: Base To Base z
tention Tima: 4.01  min = Retention Time: 4.01  min = 4.50e4
Ares: 3448311 counts 4.0t area: 319636  counts .
Height : 102159  cps Height: 110884 cps 00s4
Scart Time: 3.51  wia 3504 start Tiee: 3.95  min 35084
Snd Time: 4.26  win 3004 End Time: 4.20  =in i
’ 3.0084
2544 2
2.004 2.0004
1.5¢4 1.50e4
10e4 10084
5000.0 5000 00
00 : 000 i
Lime o Jime mio

Sample Name: "S533614"
Peak Nema “PFOS™

Corwnant.
mple Index:
wple Type:
ncentrat ton:
lculared Conc:
~cq. Date;
Acq. Tim

Modified:
oc. Algorithm,
inching Pactor:
sise Threshold:

rea Threshold:
..am, Smooths:
sep. Width:

sep. Height:
Exp. Peak Ratio:
T xp. Adj. Ratior
«p. Val. Retio:
© Window:
<pected RT:

16 Relative RT:

Mass(es): "490 0/30.0 amu”
ton. ™

5

Standard
2.00 ng/mL
2.02 ng/mL
11/5/2009

4:0%9:19 PH

No
Analyst Classic

1
5.7 cpa
78.65  cps

saGuwacaom
o
a

o asc
0§  win
No

Intensity, cps

Int. Type: Base To Base
Retantion Time: 4.01  min
Acea: 702604  counts
atght: 210047 cps

tart Time: 3.91  min
ng Time: 4.39 min

Sample |0 "Calibrstion Stendard, 2.0 ngfmd.”

File: ™1 10409AD. witf"

Sample Index:

0 sample Type:
Concentration:

2.0e3 calculated Conc:
Acq. Date:

1908 Acq. Time:

1.8e5 Moditied:
Proc. Algorithm:

1768 Bunching Pactor:

1665 Noise Threshold:
Area Threshold:

1.5¢5 Hus. gmoaths:
Sep. Width:

14e5 Sep. Height:
exp. Pesk Ratio:

1.3e5 Exp. Adj). Ratio:
Bxp. Val. Ratio:

125 RT Window:

1.1e5 Expected RT:
Use Relative RT:

10e5
Int. Type:

9.0ed Retention Time:
Area:

8.0u4 Height:

7,004 Start Tim
End Time:

6.004

5.0e4

4.0ad

3.004

2.084

1.004

0.0
2 4

T Y TT e
Sample Name: “S53361F  Sample |D; "Calibration Standard, 5.0 ng/mL”

Pouk Nema: "PFOS™  Mass(es) “495.0/80 0 amu™
Cornment. ™~ Annotation ™
5

ample Index:

Pask Name: "13CPFO!
c -

319028

5
Standard
1.00 ng/mL
N/R
11/s/2009
4:09,19 PH

Ro
Analysc Classic
1

140.21  cps
701.07 cps

o sec
.06 ain

Base To Base
4.01  min

counts

131219  cps
3.95  ain
4.22  min

1.0505
1.00a5
9 5064
9 Ols4
8 50e4
8.0084
7.5004
7 00ed
8.5004
6.00e4
5.5084
5 D0ed
4 50e4
40004
35084
3.00eé
25084
2.00e4
1 50e4
1.0004
- 5000.00

0.00

intensity, cps

Sompis Name. "SS13814°  Samets D, "Cabbraton Standsed, 2.0 ng/mL- Faw ~110400AD wiff"
S(M+4XISY"  Mass{es): “503.0/80.0 aru”
tation: ™

2 4 [}

Fe: “110408A0. wiff"

sample Index:

3

Sampio Name: "5533613  Gampie (D, Cakbrabon Standwrd, 5.0 ng/mi.- e -1 10409AD wil-
Peak Nama: "1 ICPFOS(M+a)IS)
Commant: ™ Annotetion: ™

Mass(es) "S03 0/80 0 amu”

sample Type: standard 01 sample Typa: standard a0t
Concentration: 5.00 ng/mL 5 0e5 i Concentration: 1.00 ng/aL
Calculated Conc: 5.00 ng/mL Calculated Conc: N/R 10505
Acq. Data: 11/8/2009 Acq. Date: 11/5/2009 1 00a8
cq. Time, 4:20:14 PM Acq. Time: 4:20:14 Pm
4565 8 5004
loaifiedy No Modified: No
‘roc. Algorithm: Analyst Classic proc. Algorithe; Analyst Classic 9 00e4
sunching Pacto 1 Bunching Factor: 1
Noise Threshol 15.73  cps 4005 Noise Threshold: 140.21  cps B 5004
Area Threshold: 7¢.65  cps Ares Threshold: 701.07  cps 80084
Num. Smooths 1 Nus. Smooths: 1
sap. Width 0.20 3 5e% Sep. wWidth: 0.20 7 5064
iep. Height: 0.01 3ep. Height: 9.0
ixp. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 70004
xp. Adj. Rati 4.00 Exp. Adj. Ratio: 4.00
xp. Val. Ratio: 1.00 3.0e5 Exp. Val. Ratic: 3,00 85004
RT Window: 30.0 sec e RT Window: 30.0 sec g ©00ed
sxpected RT: 2,06 min > Expected RT: 4.06  min ¥
Usa Relative RT: No g‘ 2.5¢5 Use Relative RT: No ? 5.5004
nt. Type: Base To Base £ Inc. Type: Base To Base £ 5.00e4
1etention Time: 4.0t ain = Retention Time: 4.01  min Z 45084
\rea: 1728162 counts 2.085 Area: 3121864 count®
tetght: 514006  cps Height: 110291 cps 4.0084
stact Time: 3.90  wmin start Time: 3.95  win
End Tims: 4.55  ain 1 505 End Time: .21 min 350e4
2
30004
2.50e4
4 .
0eS 2.00e4
15084
5.0e4 1 C0ed
5000.00
00 0.00 T
2 2 4 8
Jime, min Jime. min

PI Research,

Inc.

Page 2 of 4




. 4lyst Version: 1.4.2 MPI Study: L13346 Operator: Mark Neeley
‘rinting Time: 8:44:29 AM MPI Set No.: 110409AD Instrument No.: LC/MS/MS #9
’rinting Date: Friday, November 06, 2009
e R —
Sampta Name: “Methanol Wash™  Sampis 10 "Methanol Wash™  File: "1 10409AD. wiff™ Sampie Name: "Methano! Wesh"  Sampis |1D: "Methanol Wash™  File: “110408AD.will*
“PFOS"  Mass{ox): "489.0/80.0 amu” Pesk Name: "1ICPFOS(M+4)IS)  Mass{es) “502.0/80.0 amu”
Annotation. ™ Camment ™  Annotation: ™
2 sample Index: 1
solvent sample Typa: Solvent 518
n 0,00 ng/mbL 130 Concantration: 1.00 ng/mL
concs WA calculated Conc: N/A
11/5/2009 Acq. Date: 11/5/2009 150
£:31:09 PM 120 Acq. Time: 4:31:09 PM
140
nodifted: No 1o Modified: No
Proc. Algorithe: Analyst Classic 130
Bunching Factor: X
Noise Thresholds 15.73  cps 100
18 Threshold: 70.65  cps 120
. 8wooths: 3
5. Widthe 0.20 % 16
>. Height: 0.0%
5. Peak Ratio: 5.00 100 v
Exp. Adj}. Ratio: 4.00 80
sxp. Val. Ratio: 3.00
RT Windowr 30.0 sec 3 4 %0
~-oscted RT;: 4.06  win A 70 _
* Relative RT: No z ?‘ 80
t. Type: Base To Base g 80 2 70
tention Tima: 4.060  win 308
Area: 318 counts 5
Height: 71 cpa | 60
Start Time: 31.92  min 346 5
End Time: 4.06 min 40 50
404
30
0
20
. 20
p.27 2.25
10 M ‘l 10 3.2;
o L | m o A . .
2 4 8 2 4 [ 8
st Jime, min Jimg. o,
Sample Name: Methanol Wash®  Sample 1D: "Methenol Wash™ "110406A0 wilf Sample Name: “Methanol Wash™  Sample 10: "Methanol Wesh™  Fils: “110408AD . wil"
Poak Name: "PFOS™  Meas{es). "499.0/80.0 amw™ Peak Name; "13CPFOS(M+4X1S)” Maca(es). “503.0/80.0 amu™
Comment ™ Annotation: Commaent ™  Annotetion: =
vple Indax: : sample Index: 8
wple Type: solvent 87 sample Typa: solvent 548
ncentration: a.00 ng/mL Concentration: 1.00 ng/mL 103
lculated Conc: 8/A Calculated Conc: N/A
..-q. Date: 11/5/2009 130 Acq. Data: 11/5/2009 100
Acq. Time: 4:42:02 PH 150 70 Acq. Time: 4:42:02 PM o5
Hodified: Ho 120 Mod1fisd: No %0
oc. Algorithm: Analyst Classic
inching Factor: 1 10 85
isa Threshold: 15.73  cps
‘ea Threshold: 78.65  cps 80
. Smooths: 1 100 -
Sep. Width: 0.20
sep. Height: 0.01 % 70 7.74
Exp. Peak Ratio: 5. 00
“<p. Adj}, Ratio: 4.00 a5
PN atio: 3. 00 80
< 30.0  sec 8 $ 0
pei- 1.06  ain 1 1 55
e Ko RT: No 70
§ . -
Int. Type: Base To Bawa 2 50
Retention Time: 4.00  min £ as
Area: 198 counts
right 71 cps 50 4
“art Time: 3.92  mwin 35
ad Tim 4.07  min
40 340, 30
30 *
108 0 821
20 15
315
ey F 10%.28
5
: . WLl
2 8 2 L}
— NORIOOROG £ .. - S — 1
1 Sample Name: "L19348-3 Spk C°  Sample iD: "Does #7 3.5 yr malw-muscle Spike C, 50 ng/mL, DF=10"  File: ~110408AD wif" Sample Name: “1.19348-3 Spk C*  Sample ID: "Deer # 7 3.5 yr mele-muscle Spike C, 50 ng/mlL, DF=10"  Fite. “1 10409AD wiff"
Peak Name: “PFOS”  Mass(sx). “489.0/80.0 amws® Peak Namo: *13CPFOS(M+4X1S)"  Masa(es). “503.0/80.0 s
Camvment: ™ Annotation. ™ Commant ™  Annotation: ™
ampls Indax: s sample Index:
sasple Type: oc 4.00 Sample Type: ac 0
Concentration: 50.0 ng/mL Concentration: 1.00 na/mk
calculated conc: 129, ng/eL 7.504 Calculated conc: N/A 1.2088
Acqg. Datey 11/5/2009 Acg. D : 11/5/200%
cq. Time: 4:52:56 PM Acq. Tim 4:52:56 PM
q 7.084 4 . 11085
odified: wo Modified: No
roc., Algorithm: Analyst Classic 6.504 Proc. Algorithw: Analyst Clasaic
.unching Factor: 3 Bunching Factor: 1 10005
Notse Threshold:  15.7)  cps .04 Noise Threshold: 140.21  cpa
Area Threshold:  78.65  cps Ares Threshold: 701.07 cpa
Num. Smooths: 1 5 5e4 Hum. Smooths: 1 9.00e4
<ep. Width: 0.20 Sep. Width: 0.0
ep. Height: 0.01 Sep. Helght: 0.01
.xp. Peak Ratio: $.00 5.084 Exp. Peak Ratio: 5. 00 8.00e4
xp. Ad). Ratio: 400 Exp. Adj. Ratio: 4.00
xp. Val. Ratio: 3.00 4504 Exp. val. Ratia: 3.00
RT Window: 30.0 sec 7 RT Window: 30.0 soc 8 7 0004
Expectad RT: 4.06  mn & Expected RT: 4.06 min
Use Relative RT: No 4.004 Use Relative RT: No =
g g 8 00e4
nt. Type: Base To Base 2 3564 Int. Typa: Base To Bawe 3
etention Time: 4.00 min - Retention Time: 4.00 min =
xeas 24359%  counta 3064 Area: 3450131 counts 5.00e4
leight 77313 cpw Height: 123004  cps
Jtart Time: 3.91 min Start Time: 3.98 min
End Time: .31 min 2.504 End Time: 4.20  min 4.00e4
2004 3.0004
1504
2.0004
1004
5000.0 1 00ed
' 0n 0.00 v
2 4 3 2 4 6 L)
Jime. min Jimg..oin
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+lyst Version: 1.4.2 MPI Study: L19346 Operator: Mark Neeley

rinting Time: 8:44:29 AM MPI Set No.: 110403AD Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2009
— T — s
Sampts Name, -5833615"  Sample ID; "CCV, 1.0 ng/imL™  File: “110408AD witl™ Sample Name: "SS33815"  Sampls ID: "CCV, 1.0 ngiml.” File. “110408AD . wif"
*eok Name: "PFOS*  Maas(es). "499.0/80.0 amu” Poak Neme: "13CPFOS(M+AXIST"  Mass(ss). "503.0/80.0 am”
B Comement ™ Annotation: ™™ Comment ™ Annatation: ™
sample Index: 10 sample Index: 10
sample Type: sample Type: ac
Concentration: 1.00 ng/ml concentration: 1.00 ng/wl
culated Conc: 1.00 ng/mlL 1.0005 Calculated Conc: N/A 10865
1. Date: 11/5/2009 9.5004 Acg. Date: 11/5/200% !
1. Time: 5:03:50 PH - Acq. Tim 5:03:50 PM 1.00e5
5.0004
codified: No Modified: ¥o 95084
Proc. Algorithw: Analyst Classic 8.5084 Proc. Algorithm: Analyst Classic 4 G0ed
Bunching Factor: 1 Bunching Factor: 1
Noise Threshold: 15.73 cps B.0004 Noise Thrashold: 140.31 ope 8.5084
ra Threshold: 78.65  cpy Area Threshold: 701.07  cpe
. Smooths: ) 7.5084 Num. Smooths: 1 8.00e4
>. Width: 0.30 sSep. Width: 0.30 5
3. Height: 0.01 7 00ed Sep. Height: o.01 7
‘a. Peak Ratio: 5.00 § 5084 Exp. Peek Ratio: 5.00 7 GOed
exp. Adj. Ratio: 4.00 Exp. Adj. Ratio: 4.00
Exp. Val. Ratio: 3.00 6.0004 Exp. val. Ratio: 3.00 6.5084
/T Window: 30.0 sec § RT Window: 30.0 sac B 600e
~rpected RT: 4.06  win ¥ 5.5084 Expected RT: 4.06  =min AR
2 Ralative RT: No § 5. Use Relative RT: Ho g 5 5084
L. Type: Base To Base £ 4504 Int. Typae: Base To Base g 30084
cention Time: 5,00 min = % Retention Tims: 4.00 min =
Area: 165129  counts 4.0004 Area: 333224 counts 4 5024
Hetght : 107000 cpw Haight: 116407 cps 40064
start Time: 31.8%  min 3.5004 starc Time:. 3,34 win
End Time: 4.40  nin Tnd Tiwe: 4,20 min 35084
3.00e4
3.00e4
. 5004
2 25064
2.00e4 2.00e4
15084 1.5004
1004 1.0004
5000.00 5000.00
0.00 0.00
2
Tims. min Tima, min
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